(19) 



J 




(12) 



Europaisches Patentamt 
European Patent Office 
Off ice europeen des brevets (11) EP 0 928 608 A2 

EUROPEAN PATENT APPLICATION 



(43) 


Date of publication: 


(51) Int el 6 : A61K 7/48, C07C 233/47, 




14.07.1999 Bulletin 1999/28 


C07C 233/48 


(21) 


Application number: 98310716.0 




(22) 


Date of filing : 24.1 2.1 998 




(84) 


Designated Contracting States: 


• Ishii, Hiroji, 




AT BE CH CY DE DK ES R FR GB GR IE IT LI LU 


Centr.Res.Lab,, 




MCNLPTSE 


Ajinomoto Co. Inc 




Designated Extension States: 


Kawasaki-shi, Kanagawa-ken 210-0801 (JP) 




ALLTLVMKROSI 


• Koyama, Masako, 






Centr.Res.Lab., 


(30) 


Priority: 25.12.1997 J P 35742297 


Ajinomoto Co. inc 




27.02.1998 JP 4713398 


Kawasaki-shi, Kanagawa-ken 210-0801 (JP) 




22.04.1998 JP 11229498 






23.07.1998 JP 20758898 


(74) Representative; 






Nicholls, Kathryn Margaret et al 


(71) 


Applicant: Ajinomoto Co., Inc. 


MEWBURN ELLIS 




Tokyo 104-0031 (JP) 


York House 


(72) 




23 Kingsway 


Inventors: 


London WC2B 6HP (GB) 


• 


Yumioka, Ryosuke, 




Centr.Res.Lab., 






Ajinomoto Co.lnc 






Kawasaki-shi, Kanagawa-ken 210-0801 (JP) 





CM 
< 
CO 

o 

CO 

CO 
CM 
O) 

O 

GL 
LU 



(54) Cosmetic composition 

(57) An N-long-chain acyi neutral amino acid ester 
containing a straight-chain or branched-chain, satu- 
rated or unsaturated acyl group having from 6 to 22 car- 
bon atoms, where the hydrocarbon group of the alcohol 
constituting the ester is a straight-chain or branched- 
chain, saturated or unsaturated hydrocarbon group hav- 
ing from 1 to 10 carbon atoms disclosed herein is an oily 
material suitable for cosmetic compositions, which pro- 
vide an excellent feeling upon use and also an excellent 
hair conditioning effect to a cosmetic composition con- 
taining the same. 

Further, an ultraviolet ray-absorbing composition 
characterized by containing, as active ingredients, an 
ultraviolet ray absorbent, and the above-mentioned N- 
long-chain acyl neutral amino acid ester or/and an N- 
long-chatn acyl acidic amino acid di ester containing a 
straight-chain or branched-chain, saturated or unsatu- 
rated acyl group having from 6 to 22 carbon atoms, 
where the hydrocarbon group of the alcohol constituting 
the ester is a straight-chain or branched-chain, satu- 
rated or unsaturated hydrocarbon group having from 1 
to 10 carbon atoms is an ultraviolet ray-absorbing com- 
position which stabilizes the sparingly-soluble ultraviolet 
ray absorbent contained therein, and which is also 
excellent in feeling. 



Still further, an inorganic pigment composition char- 
acterized by containing, as active ingredients, an inor- 
ganic pigment and the above-mentioned N-long-chain 
acyl neutral amino acid ester or/and the above-men- 
tioned N-long-chain acyl acidic amino acid diester is an 
inorganic pigment composition which is excellent in the 
dispersion (stability) of the inorganic pigment, which is 
less irritative to the skin, and which is also excellent in a 
feeling upon use because of lack of stickiness or the 
like. 
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Description 

[0001 ] Disclosed here in the present specification are a group of inventions so linked as to form a single general inven- 
tive concept, with respect to various uses of specific N-long-chain acyi neutral ammo acid esters and specific N-long- 

5 chain acyl acidic amino acid diesters as active ingredients of cosmetic compositions 

[0002] A first invention of such a group of inventions (hereinafter, referred to as the first invention") relates to an oily 
ingredient of cosmetics which is formed of a specific N-long-chain acyi neutral amino acid ester, and a cosmetic com- 
position characterized by containing the same. More specifically, it relates to an oily materia!(or oily ingredient) of cos- 
metics which is formed of an N-long-chain acyl neutral amino acid ester where the hydrocarbon group of the alcoholic 

ic moiety is a straight-chain or branched-chain, saturated or unsaturated hydrocarbon group having from 1 to 10 carbon 
atoms. (In other words, the hydrocarbon residue of the alcoholic moiety constituting such N-long-chain acyl neutral 
amino acid ester is a straight-chain or branched-chain, saturated or unsaturated hydrocarbon group with 1 to 10 carbon 
atoms.) It also relates to a cosmetic composition characterized by containing the same. 

[0003] A second invention of such a group of inventions (hereinafter, referred to as "the second invention") relates to 
is an ultraviolet ray-absorbing composition. More specifically, it relates to an ultraviolet ray-absorbing composition charac- 
terized by containing an ultraviolet rays absorbent (i.e.. an ultraviolet rays absorbing agent) and an N-long-chain acyl 
neutral amino acid ester or/and an N-long-chain acyl acidic amino acid diester as active ingredierrt(s). This ultraviolet 
ray-absorbing composition includes, as an embodiment thereof, a cosmetic composition. 

[0004] And, a third invention of such a group of inventions (hereinafter, referred to as "the third invention") relates to 
20 an inorganic pigment composition. More specifically, it relates to an inorganic pigment composition characterized by 
containing an inorganic pigment and an N-long-chain acyl neutral amino acid ester or/and an N-long-chain acyl acidic 
amino acid diester as active ingredients). This inorganic pigment composition includes, as an embodiment thereof, a 
cosmetic composition. 

[0005] In cosmetic compositions, an oily material is widely used as a binder for the components, an emollient or the 
25 like, or for providing a hair conditioning property. As an oily material for a cosmetic composition, mineral oils such as 
liquid paraffin and the like, and fatty acid esters such as IPM (isopropyl myristate) and IPP (isopropyl palmitate) have 
been widely used so far. 

[0006] Further, an example in which amino acid derivatives are used as an oily material has been known. For exam- 
ple, Japnese patent publication (kokoku) No. 12908/1979 discloses an ester of an N-long-chain acyl neutral amino acid 
30 and a higher alcohol having from 1 2 to 30 carbon atoms as an oil-soluble surfactant which is suitable in the field of fra- 
grances. 

[0007] However, these oily materials for cosmetics have involved problems that the oily materials when formulated in 
cosmetic compositions may impair the feeling upon use of the cosmetic composition owing to an unpleasant oily feeling 
or stickiness peculiar to such oily material. Further, a hair conditioning effect has not been satisfactory. Accordingly, an 

35 oily material for cosmetics which is better in these points has been in great demand. 

[0008] By the way, as an N-long-chain acyl neutral amino acid ester, an amino acid ester with a long-chain alcohol 
has been known as described in the Jap. pat. Pubtn. ( kokoku) No. 12908/1 979. However, with respect to an amino acid 
ester with a shorter-chain alcohol, examples in which it is actually synthesized and studied for use in cosmetics have 
been hardly known. As a specific example, it is only disclosed on page 167, lower column to page 168, left upper coJ- 

40 umn of the Jap. pat. Publn. f kokoku) No. 129078/1979 that N-2-ethylhexanoyl-N-methyl-(3-alanine * methyl ester is 
tested and its compatibility with an oily solvent is poor. Thus, an ester of an N-long-chain acyl neutral amino acid and a 
short-chain alcohol has not been used at all as an oily material for cosmetics. 

[0009] However, in recent years, owing to the advancement of a blending technique, an emulsifying equipment and 
the like, the problem of such compatibility is rather considered less serious, and an important subject is how to satisfy 

45 consumers' various needs and higher levels of needs. 

[001 0] Accordingly, it is desirable that embodiments of the invention provide an oily material for cosmetics which may 
be improved in terms of its oily feeling or stickiness, which may result in an excellent feeling upon use of a cosmetic 
composition and also in a hair conditioning effect, and further to provide a cosmetic composition containing the same. 
[0011] Ultraviolet rays are known to give various changes to the skin. In the field of dermatology, ultraviolet rays are 

so classified into long-wave ultraviolet ray (400 to 320 nm), medium-wave ultraviolet ray (320 to 290 nm) and short-wave 
ultraviolet ray, which are called UV-A, UV-B and UV-C in this order, respectively. Of these. UV-C is absorbed in the 
ozone layer, and scarcely reaches the earth. Further, with respect to UV-B, it is known that when the skin is irradiated 
with more than its certain amount, an erythema or a blister is formed or pigmentation occurs. Meanwhile, it has been 
so far said that UV-A does not change the skin so much. However, it has recently been found through an electron micro- 

55 scope or from a histological evaluation that UV-A changes the elastic fibers in the blood vessel wall or the connective 
tissue, or damages the sensitive skin. Moreover, it has been reported that UV-A accelerates the activity of UV-B (J. 
Invest. Derm. 59 (6). 416 (1973)). Accordingly, it is important to cut UV-A. For these reasons, cosmetics or skin medi- 
cines for external application often contain an ultraviolet rays absorbent (UV absorbent) as an ultraviolet ray cutting 
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agent (UV cutting agent). 

[001 2] As UV-A absorbents which have been lately highlighted, for example. 4-t-butyl-4'-methoxybenzoylmethane and 
2-ethylhexyl dimethoxybenzylkier^ioxoimidazoiJdinepropionate (with respect to the latter, see Japanese patent appli- 
cation laid-open ( kokai) No. 101371/1988) can be mentioned. These are solids which are sparingly soluble in water and 
oil (with respect to the former, see Jap.pat. appin. Laid-open f kokai) No. 291019/1997). The sparingly-soluble UV 
absorbents involve problems that sufficient amounts thereof cannot be incorporated in cosmetics or the like, and when 
these UV absorbents are once incorporated, crystals thereof are precipitated in cosmetics or skin medicines for exter- 
nal application during the storage, i.e., the stability thereof is therefore poor. Especially in the latter case, appropriate 
solvents are limited in their type. 

[001 3] The ultraviolet rays are harmful to (the skin of) humans. Moreover, of plastics, emulsion paints, oil paints, coat- 
ing agents and the like, there are some components thereof which undergo degradation by ultraviolet rays, and deteri- 
oration is prevented by incorporating an ultraviolet ray absorbent in such products. The foregoing problems associated 
with the sparingly-soluble UV absorbent also occur with respect to the use in such plastics and the like other than the 
skin of humans. 

[0014] By the way, an oil is incorporated into cosmetics containing a UV absorbent in order to prevent the UV absorb- 
ent from flowing down due to sweat or water. However, there is a problem that when an oil is incorporated into cosmetics 
or skin medicines for external application, stickiness is provided. 

[0015] Accordingly, under these circumstances of the conventional art, it is desirable that in some embodiments the 
present invention provide an ultraviolet rays absorbing composition usable as a cosmetic composition, which may be 
excellent in its lack of stickiness, which may irritate the skin less, and in which a sparingly-soluble UV absorbent, when 
used, can stably be incorporated at a high concentration . 

[0016] An inorganic pigment is. as well known, ordinarily used in cosmetics, paints, resins, ink, rubbers, pencils and 
the like. For example, in cosmetics, an inorganic pigment is incorporated to impart, to products, characteristics such as 
extensibility, adhesion, film-strength power and the like, to maintain forms of products or to color the same. 
[0017] When an inorganic pigment is used for these purposes, it is required that the inorganic pigment is uniformly 
dispersed in a composition and a composition free from unevenness of a color or the like and having high dispersion 
stability is provided. However, since inorganic pigments are less compatible with an oil, rt is difficult to obtain a better 
dispersion state because of the influence of the oily material in the composition. For example, even when an oily mate- 
rial having a relatively high polarity, such as lanoline, isopropyl myristate, a fatty acid higher alcohol ester or the like is 
used in cosmetics, it is difficult to obtain a satisfactory dispersibility. 

[0018] Thus, in a composition containing an oily material (i.e., oily ingredient) and an inorganic pigment there are 
problems that a relatively large amount of an oily material has to be added for dispersing the inorganic pigment and that 
when an inorganic pigment is used in cosmetics, for example, the feeling upon use is notably decreased because of an 
unpleasant oily feeling or stickiness peculiar to the oily material. 

[001 9] Accordingly, in such background of the conventional art, it is desirable that some embodiments of the present 
invention provide an inorganic pigment composition usable as a cosmetic composition which may possess excellent 
dispersibility (stability) of the inorganic pigment, which may be less irritative to the skin, when used in cosmetics, and 
which may exhibit a good feeling upon use. 

[0020] The present inventors have found that an N-long-chain acyl neutral amino acid ester where the hydrocarbon 
group of the alcohol constituting the ester is a hydrocarbon group having from 1 to 10 carbon atoms, may possess a dry 
or dean feeling although rt is an oily material, may exhibit an improved feeling upon use onto the skin, such as extensi- 
bility, adaptability, smoothness or the like in addition to the clean feeling, and further may be excellent in hair condition- 
ing effect. These findings have led to the completion of the present invention. 

[0021 ] Accordingly, the first invention relates to an oily material usable as a cosmetic composition which is formed of 
an N-long-chain acyl neutral amino acid ester containing an acyl group having from 6 to 22 carbon atoms, where the 
hydrocarbon group of the alcohol constituting the ester is a hydrocarbon group having from 1 to 10 carbon atoms. Fur- 
ther, the invention relates to a cosmetic composition characterized by containing such oily material. 
[0022] Now, the invention will be described in greater detail below. 

[0023] The long-chain acyl group of an N-long-chain acyl neutral amino acid ester of the present invention is a 
straight-chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms. Examples 
thereof include those acyl groups which can be derived from caprrc acid, lauric acid, myristtc acid, palmitic acid, stearic 
acid, behenic acid, linoleic acid, linolenic acid, oleic acid, isostearic acid, 2-ethythexanoic add, coconut oil fatty acid, 
tallow fatty acid, hardened tallow fatty acid, palm kernel oil fatty acid, and the like. Preferable examples of the acyl group 
include a caproyi group, a lauroyl group, a myristoyl group, a palmrtoyl group, a stearoyl group, a behenoyl group, a 
coconut oil fatty acid acyl group, a hardened tallow fatty acid acyl group and the like. 

[0024] Further, examples of the neutral amino acids constituting the neutral amino acid moiety include neutral amino 
acids such as glycine, alanine, valine, leucine, isoleucine, serine, threonine, proline, p-alanine, anriinobutync acid, sar- 
cosine, N-methyl-p-alanine and the like. Preferable are glycine, alanine, valine, leucine, isoleucine, p-alanine. a-ami- 
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nobutyric acid, y-aminobutyric acid, sarcosine and N-methyl-p-alanine. More preferable are glycine, alanine, p-alanine, 
a-arninobutyric acid, y-aminobutyric acid, sarcosine and N-methyi-p-alanine. Further mere preferable are sarcosine, 
alanine, glycine and N-methyt-p-alanine. Especially preferable are N-alkyi neutral amino acids. Most preferable are sar- 
cosine and N-methyl-p-alanine. These amino adds may be optically active compounds or racemic compounds. 
[0025] And, the hydrocarbon group of the alcohol constituting the ester is a branched-chain or straight-chain alkyi or 
alkenyl group having from 1 to 10 carbon atoms. The alkyi group is preferable. Examples thereof include hydrocarbon 
groups which can be derived from ethanol, propanol, isopropanol, butanol, t-butanol. isobutanol, 3-methyl-l -butanol, 2- 
methyl-1-butanoi, fusel oil, pentanoi, hexanol, cyciohexanol, octanol, 2-ethylhexanol and decanal. A methyl ester hav- 
ing 1 carbon atom is undesirable because it means that methanol is used as a starting material. 
[0026] Further, a branched-chain or straight-chain alkyi group having from 2 to 8 carbon atoms is preferable from the 
standpoint of feeling upon use. Especially, a branched-chain or straight-chain alkyi group having from 2 to 5 carbon 
atoms is preferable because a dry or clean feeling is excellent and the effects of the present invention are exhibited 
more satisfactorily. Still further, a branched-chain alkyi group having from 3 to 5 carbon atoms is preferable from the 
aspect of the stability against hydrolysis in addition to the feeling upon use and the like. Examples thereof include an 
isopropyl group, a t-butyl group, an isobutyl group and the like. Of these, an isopropyl group is most preferable. 
[0027] When preferable examples of the N-long -chain acyi neutral amino acid ester of the present invention are rep- 
resented by the general formula, those represented by Formula (1) below can be mentioned. 

R* 

I 

R*-C-N 
O 

wherein 

R 1 represents a branched-chain or straight-chain alkyi or alkenyl group having tram 5 to 21 carbon atoms, 
R 2 represents a hydrogen atom or a straight-chain or branched-chain alkyi group having from 1 to 3 carbon atoms, 
R 3 represents a hydrogen atom or a straight-chain or branched-chain alkyi group having from 1 to 4 carbon atoms, 
R 4 represents a branched-chain or straight-chain alkyi or alkenyl group having from 1 to 10 carbon atoms, and 
n is an integer of from 0 to 2. 

[0028] In Formula (1), preferable examples of the acyl group (R 1 -CO-} and the hydrocarbon group R 4 of the alcohol 
constituting the ester have been mentioned above. Preferable examples of the neutral amino acid moiety have also 
been mentioned above. As R 2 is more preferable a hydrogen atom or a methyl group, and most preferably a methyl 
group. As R 3 is preferable a hydrogen atom or a methyl group, and most preferably a hydrogen atom. As n is more pref- 
erable an integer of 0 or 1 . 

[0029] In this connection, rt is to be noted that those N-long-chain acyl neutral amino acid esters which are repre- 
sented by Formula (1) are novel compounds. 

[0030] The N-long-chain acyl neutral amino acid ester of the present invention can be obtained by, for example, ester- 
ifying an N-long-chain acyl neutral amino acid and an alcohol through heat-dehydrocondensation under atmospheric 
pressure or reduced pressure. Further, it can also be obtained by an azeotropic dehydrocondensation reaction using a 
solvent such as toluene or the like (see Synthesis Examples 5, 6 and the like to be described later) or by transesterifi- 
cation reaction. An N-long-chain acyl neutral amino acid or an alcohol to be used to synrthesize the N-long-chain acyl 
neutral amino acid ester are not necessarily single compounds, and they may be a mixture of N-long-chain acyl neutral 
amino acids containing different acyl groups and/or neutral amino acids and a mixture of alcohols which are different in 
the chain length or the like. 

[0031] The resulting N-long-chain acyl neutral amino acid ester can be used after purification by a known method 
which those skilled in the art commonly use, such as distillation, extraction, chromatography or the like. Incidentally, with 
respect to the N-long-chain acyl neutral amino acid and its salt which are starting materials in the production, the alco- 
hol and the like acceptable in a cosmetic composition, and further, the starting neutral amino acid and the like and by- 
product fatty acids and the like which may accompany the N-long-chain acyl neutral amino acid and its salt, they are 
ordinarily used in the cosmetic composition, and therefore, may be contained in the N-long-chain acyl neutral amino 
acid ester unless the effects of the present invention are impaired. 

[0032] By the way. N-long-chain acyl neutral amino acid can be produced by a known method, for example, the so- 
called Schotten-Bauman reaction (see Japanese patent publication ( kokoku) No. 38681/1976 and the like) in which a 



CH— tCH.-h— C-O-R* (1) 
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long-chain fatty acid halide is reacted with an amino acid in the presence of a basic catalyst. 
[0033] The oily material for cosmetic compositions of the present invention can be used as an oily ingredient for var- 
ious cosmetic compositions such as skin care product, hair care product and the fike, and it can be formed into cosmetic 
compositions of the present invention. As such cosmetic composition can be mentioned various cosmetic compositions, 
such as washing cream, washing foam, cleansing cream, massage cream, cold cream, moisture cream, milky lotion, 
lotion, hand cream, pack, men's skin care product, foundation, lipstick, press powder, eye shadow, hair oil or cream in 
stick from, hair liquid, setting lotion, permanent wave liquid, hair cream, hair lotion, hair mousse, shampoo, hair rinse, 
hair conditioner, body shampoo, solid detergent, liquid detergent, antiperspirant, after-shave cream, anti-sunburn 
cream, anti-sunburn oil, bath product, hair dye and the like. The form of the cosmetic compositions is not particularly 
limited. Any form may be taken. Examples thereof include an emulsion form, a solution form, a soluble form, a powder 
dispersion form, a water-oil two-layer form, a water-oil-powder three-layer form and the like. 

[0034] The cosmetic composition of the present invention can contain any other oily materials or ingredients which 
are usable in cosmetics unless the effects of the present invention are impaired. Examples of such materials can 
include oily materials derived from animals and plants, such as saturated or unsaturated fatty acids and higher alcohols 
obtained therefrom, squalane, castor oil and derivatives thereof, bees wax, lanolines including liquid and purified lano- 
lines and derivatives thereof, cholesterol and derivatives thereof, academian nut oil, jojoba oil, carnauba wax, sesame 
oil, cocoa oil, palm oil, mink oil, Japan wax, candeliila wax, whale oil and the like; oily materials derived from petroleum 
and mineral, such as paraffin, microcrystailine wax, liquid paraffin, vaseline, ceresine and the like; silicones, for exam- 
ple, silicone polymers such as methylpolysiloxane, polyoxyethylene • methylpolysiioxane, polyoxypropylene • methyl - 
poiyoxysiloxane, poly(oxyethylene, oxypropyiene) • methylpolysiloxane, methylphenylpcHysitoxane, fatty acid-modified 
polysiloxane, fatty alcohol-modified polysiloxane, amino acid-modified potysiloxane and the like; a resin acid; a fatty 
acid ester; ketones and the like. Since the N-acyl neutral amino acid ester of the present invention is also effective for 
improving stickiness and the like of the other oily materials, the effects of the present invention can satisfactorily be 
exhibited also in cosmetic compositions containing such other ordinary oily materials. 

[0035] Further, the cosmetic composition of the present invention can contain one or more surfactants insofar as the 
effects of the present invention are not impaired. Examples thereof include anionic surfactants such as, e.g.. N-long- 
chain acyl amino acid salts such as N-long-chain acyt acidic amino acid salts and N-long-chain acyl neutral amino acid 
salts, N-long-chain fatty acid acyl-N-methyttaurine salts, alkyl sulfates, and alkylene oxide adducts thereof, fatty acid 
amide ether sulfates, fatty acid metal salts and weak base salts, sulfosuccinic acid-type surfactants, alkyl phosphates, 
and alkylene oxide adducts thereof, and alkyl ether carboxylic acids; nonionic surfactants such as, e.g., ether-type sur- 
factants such as glycerol ethers, and alkylene oxide adducts thereof and the like, ester-type surfactants such as glycerol 
eaters, and alkylene oxide adducts thereof and the like, ether ester-type surfactants such as sorbrtan esters, and 
alkylene oxide adducts thereof and the like, ester-type surfactants such as polyoxyatkylene fatty acid esters, glycerol 
esters, fatty acid polyglycerol esters, sorbitan esters, sucrose fatty acid esters and the like, alkyl glycosides, nitrogen- 
containing nonionic surfactants such as hardened castor oil pyroglutamic acid diesters, and ethylene oxide adducts 
thereof, fatty acid atkanol amides and the like; cationic surfactants, for example, aliphatic amine salts such as alkylam- 
monium chlorides, diatkylammonium chlorides and the like, and quaternary ammonium salts thereof, aromatic quater- 
nary ammonium salts such as benzalkonium salts and the like, and tatty acid acylarginine esters; and amphoteric 
surfactants, for example, betaine-type surfactants such as carboxybetaine and the like, aminocarboxylic acid-type sur- 
factants, and imidazoline-type surfactants. 

[0036] Moreover, the cosmetic composition of the invention can contain, other than those surfactants mentioned 
above, various additives which are ordinarily used in a cosmetic composition unless the effects of the invention are 
impaired. Examples thereof include amino acids such as glycine, alanine, serine, threonine, arginine, glutamic add, 
aspartic acid, leucine, valine and the like; polyhydric alcohols such as glycerol, ethylene glycol, 1 ,3-butylene glycol, pro- 
pylene glycol, isoprene glycol and the like; water-soluble high-molecular compounds such as pofyamino acids including 
polyglutamic acid and polyaspartic acid, and salts thereof, polyethylene glycol, gum arabic, alginates, xanthane gum, 
hyaluronic acid, hyaluronates, chitin, chitosan, water-soluble chitin, carboxyvinyl polymer, carboxymethyl cellulose, 
hydroxyethyl cellulose, hydroxypropyltrimethylammonium chloride, poly{dimethylmethylenepiperidium chloride), polyvi- 
nylpyrolidone derivative quaternary ammonium salt, cationic protein, collagen hydrolyzate, and derivative: thereof, 
acylated protein, polyglycerol and the like; sugar alcohols such as mannitol and the like, and alkylene oxide adducts 
thereof; and lower alcohols such as ethanol, propanol and the like. Further, extracts of animals and plants, nucleic 
acids, vitamins, enzymes, anti-inflammatory agents, disinfectants, antiseptics, antioxidants, ultraviolet rays absorbent, 
chelating agents, antiperspirants, pigments, coloring matters, oxidation colors, organic and inorganic powders. pH mod- 
ifiers, pearlescent agents, wetting agents and the like can also be contained. 

[0037] The amount of an N-long-chain acyl neutral amino acid ester of the present invention to be incorporated into 
a cosmetic composition, varies depending on the form of a product, and it is not particularly limited, ft is commonly used 
in the range of 0.01% by weight or more. The preferable range is between 0.1 and 50% by weight in case of a skin cos- 
metic composition. It can preferably be between 0.1 and 30% by weight in case of a hair cosmetic composition. 
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[0038] The inventors have also found that it may be beneficial, when incorporating a UV absorbent into cosmetics or 
the like, to use a specific N-long-chain acyl neutral amino acid ester or N-long-chain acyl acidic amino acid diester, 
together with the UV absorbent. These findings have led to the completion of the second invention. 
[0039] Accordingly, the second invention relates to an ultraviolet ray-absorbing composition characterized by contain- 

5 ing, as active ingredients, an ultraviolet ray absorbent, and {A) an N-long-chain acyl neutral amino acid ester containing 
a straight-chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, where the 
hydrocarbon group of the alcohol constituting the ester is a straight -chain or branched-chain, saturated or unsaturated 
hydrocarbon group having from 1 to 10 carbon atoms or/and (B) an N-Jong-chain acyl acidic amino acid diester contain- 
ing a straight-chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, where 

jo the hydrocarbon group of the alcohol constituting the ester is a straight-chain or branched-chain, saturated or unsatu- 
rated hydrocarbon group having from 1 to 10 carbon atoms. 

10040] incidentally, the two types of the esters mentioned above are less irritative to the skin and can be an excellent 
oily material (oily agent) of cosmetic composition or the like. 
[0041] Now, the second invention will be described in greater detail below. 
is [0042] First. UV absorbents, one of the ingredients of the ultraviolet ray-absorbing composition of the present inven- 
tion will be described. 

[0043] As UV absorbents for cosmetics or the like, a large number of ultraviolet ray absorbents have been developed. 
Examples thereof include benzophenone-type ultraviolet ray absorbents such as 2-hydroxy-4-methoxybenzophenone. 
2-hydroxy-4-methoxybenzophenone 5-suJfonic acid, sodium 2-hydroxy-4-methoxybenzophenone-5-sulfonate. dihy- 

20 droxydimethoxybenzophenone, sodium dihydroxydimethoxybenzophenonesurfonate, 2,4-dihydroxybenzophenone, tet- 
rahydroxybenzophenone and the like; para-aminobenzoic acid-type ultraviolet ray absorbents such as para- 
ami nobenzoic acid (PABA), ethyl para-aminobenzoate. glyceryl para-aminobenzoate, amyl para-dimethylaminoben- 
zoate, octyl para-dimethylaminobenzoate and the like; cinnamic acid-type ultraviolet ray absorbents such as ethyl para- 
methoxycinnamate, isopropyl para-methoxycinnamate, octyl para-methoxydnnarnate, 2-ethoxyethyl para-methoxycin- 

25 namate, sodium para-methoxycinnamate, potassium para-methoxycinnamate, mono-2-ethylhexanoic acid glyceryl 
para-methoxycinnamate; and salicylic acid-type ultraviolet ray absorbents such as octyl salicylate, phenyl salicylate, 
homomethyl salicylate, dipropytene glycol salicylate, ethylene glycol salicylate, myristyl salicylate, methyl salicylate and 
the like, as well as urocanic acid, ethyl urocanate, 4-t-butyl-4'-methoxydibenzoylmethane ("Parsol" ex Givaudan), 2- 
ethylhexyt dimethoxybenzylidenedioxoimidazolinepropionate (see the above-mentioned Japanese patent application 

30 laid-open (kokai) No. 101371/1988), (2 , -hydroxy-5 , -methylphenyl)benzotriazole, methyl anthranylate and the like. 

[0044] By the way, 4-t-butyl-4-methoxybenzoylmethane and 2-ethylhexyl dimethoxybenzylidenedioxoimi- 
dazolidinepropionate which is a benzal hydantoin derivative, both mentioned above, are excellent as a UV- A absorbent. 
Especially, 2-ethylhexyl dimethoxybenzylidenedioxoimidazolidinepropionate is a derivative of tyrosine, an amino acid, 
and preferable from the aspect of safety. Further, it has maximum absorption in the vicinity of 344 nm, and is an ultra- 

35 violet ray absorbent having a high UV-A absorbability, ft has been already marketed under a tradename "Soft Shade 
DH" (ex Ajinomoto Co., Inc.). 

[0045] These UV absorbents are, as described above, solids which are sparingly soluble both in water and oil, have 
a poor compatibility with cosmetic compositions, skin medicines for external application or the like, and crystals tend to 
be precipitated over the course of time. Thus, they have been deemed problematic. Especially, with respect to 2-ethyl- 
40 hexyl dimethoxybenzylidenedioxoimidazolidinepropionate, there have been no oily agents having an excellent dissolv- 
ing power. 

[0046] Next, the N-long-chain acyl neutral amino acid ester and the N-long-chain acyl acidic Wino acid diester which 
are the other essential ingredient of the ultraviolet ray-absorbing composition of the present invention wilt be described. 
[0047] First, the N-long-chain acyl neutral amino acid ester is exactly the same as the N-long-chain acyl neutral amino 
45 acid ester described above with respect to the first invention. 

[0048] Then, the N-long-chain acyl acidic amino acid diester will be described in detail. 

[0049] The long-chain acyl group of the N-long-chain acyl acidic amino acid diester of the present invention is the 
same as the long-chain acyl group of the N-long-chain acyl neutral amino acid ester described above, and preferable 
examples of the acyl group are the same as those described above. 
so [0050] Further, examples of the acidic amino acid constituting the acidic amino acid moiety include glutamic acid, 
aspartic acid and the like. Especially preferable is glutamic acid. These amino acids may be either optically active com- 
pounds or racemic compounds. 

[0051] The hydrocarbon group of the alcohol constituting the ester is the same as that of the N-long-chain acyl neutral 
amino acid ester described earlier, and preferable examples thereof are also the same as those described earlier. 
55 [0052] When preferable examples of the N-long-chain acyl acidic amino acid di ester of the present invention are rep- 
resented by a general formula, those represented by Formula (2) below can be mentioned. 
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R'-CO-NH-CH-COOR* (2) 

I. 

CHi—fCHrK— COOR* 



[0053] Wherein 

10 

R 1 is the same as R 1 in Formula (1), 

R 2 and R 3 are, independently from each other, the same as R 4 in Formula (1), and 
n is an integer of 0 or 1 . 

is [0054] The N-long-chain acyl acidic amino acid diester of the present invention can be obtained by, for example, ester- 
ifying an N-long-chain acyl acidic amino acid and an alcohol through heat-dehydrocondensation under atmospheric 
pressure or reduced pressure. Further, it can also be obtained by an azeotropic dehydrocondensation reaction using a 
solvent such as toluene or the like or by transesterrfication reaction. The N-long-chain acyl acidic amino acid and the 
alcohol to be used to obtain the N-long-chain acyl acidic amino acid diester are not necessarily single compounds, and 

20 they may be a mixture of N-long-chain acyl acidic amino acids containing different acyl groups and/or acidic amino 
acids and a mixture of alcohols which are different in the chain length or the like. 

[00553 Incidentally, the N-long-chain acyl acidic amino acid can be produced by a known method such as the so-called 
Schotten-Baumann reaction (see Japanese patent publications ( kokoku) Nos. 8685/1971, 35058/1973, 38681/1976 
and the like) in which a long-chain fatty acid halide is reacted with an amino acid in the presence of a basic catalyst. 
25 [0056] Of these N-long-chain acyl amino acid esters, the N-long-chain acyl neutral amino acid ester is more preferable 
in view of stickiness and solubility. 

[0057] The simplest embodiment or form of the ultraviolet ray-absorbing composition of the present invention is a 
composition composed substantially of one or more of the ultraviolet ray absorbents explained above, and one or more 
of the N-long-chain acyl neutral amino acid eaters explained above or/and one or more of the N-long-chain acyl acidic 
30 amino acid diesters explained above and it can be put into circulation in as such form. 

[0058] The preparation of such composition is not particularly limited, nor difficult to do, and the composition can be 
prepared by an appropiate known method. 

[0059] The amount of UV absorbent in the composition of this embodiment is usually between 0.01 and 50% by 
weight, preferably between 0.1 and 20% by weight, and especially preferably between 0.1 and 10% by weight Further, 
35 needless to say, it is advisable that a sparingly-soluble UV absorbent is incorporated in such amount that crystals are 
not precipitated. 

[0060] Further, a UV absorbent and an N-long-chain acyl neutral amino acid ester or/and an N-long-chain acyl acidic 
amino acid diester can be used in the form of a composition of the above-mentioned embodiment, or can be directly 
used without having been formed into a composition of such embodiment in advance, to prepare cosmetic composi- 
te tions, skin medicines for external application, plastics, emulsion paints, oil paints, coating agents or the like. The thus- 
prepared cosmetic compositions and the like are, of course, a kind of the ultraviolet ray-absorbing composition of the 
present invention. When it is incorporated in cosmetic compositions or skin medicines for external application, the UV 
absorbent is used in an amount of up to 20% by weight based on the total amount of the final product. 
[0061 ] The ultraviolet ray-absorbing composition of the present invention in the form of cosmetic compositions or the 
45 like can be prepared by a known method including starting materials, except that a UV absorbent and an N-long-chain 
acyl neutral amino acid ester or/and an N-long-chain acyl acidic amino acid diester are incorporated into the other start- 
ing materials in predetermined amounts. 

[0062] When an ultraviolet ray-absorbing composition of the present invention is used as a cosmetic composition or 
skin medicines for external application, it can be one of various cosmetic compositions and skin medicines for external 

so application such as creansing cream, massage cream, cold cream, moisture cream, milky lotion, lotion, hand cream, 
foundation, lipstick, press powder, eye shadow, hair oil or cream in stick form, hair liquid, setting lotion, hair cream, hair 
lotion, hair mousse, anti-sunburn cream, antisunburn oil. an external pharmaceutical composition and the like. Further, 
the form thereof is not particularly limited, and any form will do. Examples thereof include an emulsion type, a solution 
type, a soluble type, a powder dispersion type, a water-oil two-layer type, a water-oil-powder three-layer type and the 

55 like. 

[0063] When an ultraviolet ray-absorbing composition of the present invention is prepared into a cosmetic composition 
or a skin medicine for external application, some other oily materials can also be incorporated unless the effects of the 
present invention are impaired. Such oily materials are exactly the same as the other oily materials as described earlier, 
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which can be incorporated in a cosmetic composition of the first invention. 

[0064] Further, the cosmetic compositions and the skin medicines for external application according to the present 
invention, can contain one or more of various surfactants unless the effects of the present invention are impaired- Such 
surfactants are exactly the same as those as described earlier, which can be incorporated into a cosmetic composition 
s of the first invention. 

[0065] Still further, the cosmetic compositions and the skin medicines for external application according to the present 
invention can contain, other than those components mentioned above, various additives which are ordinarily used in a 
cosmetic composition unless the effects of the present invention are impaired. Such various additives are exactly the 
same as those as described earlier, which can be incorporated into the cosmetic composition of the first invention. 
70 [0066] The inventors have also found that, when an inorganic pigment is incorporated into cosmetic compositions or 
the like, it may be beneficial to use a specific N-long-chain acyl neutral or acidic amino acid ester along therewith. These 
findings have led to the completion of the third invention. 

[0067] Accordingly, the third invention relates to an inorganic pigment composition characterized by containing, as 
active ingredients, an inorganic pigment and (A) an N-long-chain acyi neutral amino acid ester containing a straight- 
is chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, where the hydrocar- 
bon group of the alcohol constituting the ester is a straight-chain or branched-chain, saturated or unsaturated hydrocar- 
bon group having from 1 to 10 carbon atoms or/and (B) an N-long-chain acyl acidic amino acid diester containing a 
straight-chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, where the 
hydrocarbon group of the alcohol constituting the ester is a straight-chain or branched-chain, saturated or unsaturated 
20 hydrocarbon group having from 1 to carbon atoms. 

[0068] Incidentally, these two types of the esters are less irritative to the skin, and can be an excellent oily material 
(oily agent) of a cosmetic composition or the like, as has been described. 
[0069] Now, the third invention will be described in greater detail below. 

[0070] First, powdery inorganic pigments, one of the ingredients of the inorganic pigment composition of the present 

25 invention will be described. 

[0071] Examples of the inorganic pigment to be used in cosmetic compositions include titanium dioxide, zinc oxide, 
iron oxide (red iron oxide), iron titanate, y-iron oxide, yellow iron oxide, loess, black iron oxide, carbon black, lower tita- 
nium oxide, mango violet palto violet, chromium oxide, chromium hydroxide, cobalt titanate, ultramarine, Prussian blue, 
titanium oxide-coated mica, titanium oxide-coated bismuth oxychloride. titanium oxide-coated talc, colored titanium 

30 oxide-coated mica, bismuth oxychloride, fish scale flake, aluminum powder, copper powder, gold powder, mica, talc, 
kaolin, sericrte, white mica, phlogopite, synthetic mica, lepidolite, biotite, lithia mica, vermiculrte. calcium carbonate, 
magnesium carbonate, aluminum silicate, barium silicate, calcium silicate, magnesium silicate, strontium silicate, tung- 
stic acid metal salt, silica, zeolite, barium sulfate, calcined calcium sulfate (calcined gypsum), calcium phosphate, fluo- 
rine apatite, hydroxyapatite, ceramic powder, metallic soap (zinc myristate, calcium palmitate. aluminum stearate and 

35 the like), boron nitride, photochrome pigment and the like. Further, an inorganic pigment surface-treated with a surface 
modifier or the like will do. Examples thereof include inorganic pigments coated with Nc-lauroyl lysine, perfluoroalkyt 
phosphate diethanolamine, sodium metaphosphate. amino acid, acylated collagen, lecitin, metallic soap, acyl amino 
acid salt, silicone such as methythydrogen polysiloxane or the like, polyacrylic acid, chitosan, nylon powder, color pig- 
ment or the like. Even an inorganic pigment of which the dispesibiiity has been improved through such surface treat- 
ed ment, the dispersibility can be further improved using the acyl amino acid ester of the present invention. These 
inorganic pigments may be used either singly or in combination of one or more thereof, depending on the use purpose. 
[0072] When the inorganic pigments are incorporated into cosmetic compositions, one or more of these pigments are 
combined, if necessary or desired, and oily material(s), water-soluble material(s), surfactant(s), flavor(s), chemical(s) 
and the like for cosmetics are added thereto and dispersed therein. The role of the inorganic pigment in cosmetic com- 

45 positions is great. A color pigment adjusts the color tone of a product, and a white pigment controls the color tone and 
also the hiding power. An extender pigment adjusts the color tone as a diluent, and also use properties (extensibility, 
adhesion), a gloss and the like of a product. Further, the extender pigment is also used to maintain the form of the prod- 
uct. A pearl escent pigment gives a product a glaze. Pigments having special functions have been developed relatively 
recently in order to increase use properties or a makeup effect as well as an ultraviolet ray-scattering effect upon incor- 

so porating the same into a product. 

[0073] The size (particle size) of the powdery inorganic pigment to be contained in the inorganic pigment composition 
of the present invention is not particularly limited, and a size corresponding to each composition can be determined. 
The adjustment of the size to an appropriate value is not particularly limited. The adjustment of the size can be con- 
ducted before an inorganic pigment is incorporated as an ingredient (in advance) or during the starting materials of a 

55 desired composition are added and kneaded to prepare the compositon, as can be seen in production of a color pig- 
ment composition. Of course, it is also possible that the size is adjusted to some extent in advance and further adjusted, 
as required, in kneading the starting materials. 

[0074] Next, the N-long-chain acyl neutral or acidic amino acid ester which is another essential ingredient of the inor- 
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ganic pigment composition of the present invention will be described. 

[0075] Such N -long-chain acyl neutral amino acid ester is exactly the same as the N-long-chain acyl neutral amino 
acid ester described earlier with respect to the first invention. 

[0076] When preferable examples of the N-long-chain acyl neutral amino acid ester of the present invention are rep- 
5 resented by a general formula, those represented by Formula (1) above can be mentioned. 

[0077] Further, the N-long-chain acyi acidic amino acid diester is exactly the same as the N-long-chain acyl acidic 
amino acid diester described earlier with respect to the second invention. 

[0078] These N-long-chain acyl amino acid esters are less irritative to the skin or the mucous membrane, and are 
excellent in feelings upon use such as extensibility on, adaptability with, and smoothness to, the skin. Accordingly, these 
io are excellent when used as an oily material for cosmetics in particular. Especially, the N-long-chain acyi neutral amino 
acid ester is free from unpleasant oily feeling and stickiness peculiar to an oily material, and is excellent in a light feeling 
such as a clean or dry feeling. Tnus, it is better than the N-long-chain acyl acidic amino acid diester when it is used in 
a cosmetic composition. 

[0079] The simplest embodiment or mode of the inorganic pigment composition of the present invention is a mixture 
is composed substantially of the powdery inorganic pigment and the N-long-chain acyl neutral amino acid ester or/and the 
N-long-chain acyi acidic amino acid diester, and it can as such be put into circulation. This is later incorporated into cos- 
metics, paints or the like as required. 

[0080] The preparetion of such a mixture is not particularly limited, nor difficult to do. It can be conducted by an appro- 
priate known method. The amount of a powdery inorganic pigment in the mixture of this embodiment is determined 
20 according to the intended use. The remainder is the N-long-chain acyl neutral amino acid ester or/and the N-long-chain 
acyl acidic amino acid diester. 

[0081] It is also possible to form the inorganic pigment composition of the present invention by coating the N-long- 
chain acyl amino acid ester on the (particle) surface of the inorganic pigment, instead of preparing such a simple mix- 
ture. 

25 [0082] The coating method is not particularly limited. The coating can be conducted by, for example, a method in 
which the N-long-chain acyl amino acid ester of the present invention is dissolved in a solvent such as ethanol or the 
like, the pigment is then dispersed therein, and the solvent is then distilled off through evaporation. When the coating is 
conducted to prepare the inorganic pigment composition of the present invention, the amount of the N-long-chain acyl 
amino acid ester is not particularly limited. It can usually be adjusted to from 1 to 5% by weight based on the inorganic 

30 pigment. 

[0083] Further, the inorganic pigment and the N-long-chain acyl neutral amino acid ester or/and the N-long-chain acyl 
acidic amino acid diester can be used in the form of a composition of the foregoing mode (mixture and coated), or can 
be directly incorporated without having been formed into a composition of such mode in advance, to provide cosmetics, 
paints, ink and the like. The thus-prepared cosmetics and the like are of course a kind of the inorganic pigment compo- 

35 srtion of the present invention. 

[0084] The amount of an inorganic pigment in the composition of this embodiment is determined according to the use 
of the composition. For example, in case of cosmetic compositions, it is ordinarily used in the range of from 0.01 to 90% 
by weight The amount of the N-long-chain acyl amino acid ester of the present invention relative to the inorganic pig- 
ment is also determined according to the use of the composition. When it is used as a cosmetic compositions, it is usu- 

40 ally (inorganic pigment)/(N-long-chain acyl amino add ester) = 100/0.1 to 1/100, and preferably 100/1 to 10/100. When 
the ratio of the N-long-chain acyl amino acid ester is low, satisfactory dispersibility of the inorganic pigment is not pro- 
vided sometimes. 

[0085] The inorganic pigment composition of the present invention in the mode of cosmetics or the like can be pre- 
pared by a conventional method including starting materials, except that the inorganic pigment and the N-long-chain 
45 acyl neutral amino acid ester or/and the N-long-chain acyl acidic amino acid diester (an embodiment (coating) where 
the latter is coated onto the particle suraces of the former is naturally included also) are incorporated in predetermined 
amounts into the other starting materials. 

[0086] When the inorganic pigment composition of the present invention is used as a cosmetic composition, it can be 
one of various cosmetic compositions, such as cleansing cream, massage cream, cold cream, moisture cream, milky 

so lotion, lotion, hand cream, foundation, lipstick, press powder, eye shadow, hair oil or cream in stick form, hair liquid, set- 
ting lotion, hair cream, hair lotion, hair mousse, anti-sunburn cream, anti-sunburn oil and the like. Further, the form is 
not particularly limited. Any form will do. Examples thereof include an emulsion form, a solution form, a soluble form, a 
powder dispersion form, a water-oil two-layer form, a water-oil-powder three-layer form and the like. 
[0087] When an inorganic pigment composition of the present invention is prepared into a cosmetic composition, 

55 some other oily materials can optionally be incorporated unless the effects of the present invention are impaired. Such 
oily materials are exactly the same as the other oily materials which can be incorporated into a cosmetic composition 
of the first invention, as has been described earlier. 

[0088] Further, one or more of various surfactants can also be added to the cosmetic composition according to the 
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present invention unless the effects of the present invention are impaired. Such surfactants are exactly the same as 
those which can be incorporated into the cosmetic composition of the first invention, as has been described earlier. 
[0089] Stiff further, in addition to those components mentioned above, various additives which are ordinarily used in 
a cosmetic composition can also be added to the cosmetic compositons according to the present invention. Such vari- 
ous additives are exactly the same as those as described earlier, which can be incorporated into the cosmetic compo- 
sition of the first invention. 

[0090] The invention will be illustrated more specifically by referring to Examples including Synthesis Examples, Ref- 
erence Synthesis Examples. Examination Examples and Formulation Examples of cosmetic compositions. However, 
the invention is not limited to these Examples. 

Synthesis Example 1 : Synthesis of N-octanoylglycine isopropyl ester. 

[0091] Fifty(50) grams of N-octanoylglycine and 500 ml of isopropanol were charged into a 1 ,000-milliliter flask, and 
1 ml of cone, sulfuric acid was further added thereto as the catalyst. The mixture was heated under reflux for reaction 
for 8 hours. 

[0092] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess isopropanol was distilled off under reduced pressure. The concentrate was 
charged into an oil separator, and was, while being maintained at 50°C, neutralized by the addition of approximately 300 
ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting oily phase was separated. Further, 
the oily phase was washed with water, and then dried under reduced pressure to obtain 39 g (64% yield) of the cap- 
tioned compound as a white solid. 

ESI (Electrospray lonization)-MS: 244 (M+H)+. 

IR (KBr): 2900 cm" 1 (C-H), 1710 cm' 1 (ester), 1640 cm 1 (amide). 

Synthesis Example 2: Synthesis of N-octanoyl-N-methyl-p-alanine isopropyl ester. 

[0093] Fifty-seven(57) grams of N-octanoyl-N-methyl-p-alanine and 500 ml of isopropanol were charged into a 1 ,000- 
miliititer fiask, and 1 mi of cone, sulfuric acid was further added thereto as the catalyst. The mixture was heated under 
reflux reaction for 8 hours. 

[0094] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. Then, the 
excess isopropanol was distilled off under reduced pressure. The concentrate was neutralized by the addition of 
approximately 300 ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting oily phase was 
separated. Further, the oily phase was washed with water, and then dried under reduced pressure to obtain 57 g (84% 
yield) of the captioned compound as a transparent solid. 

IR (neat): 2950 cm' 1 (C-H), 1710 cm' 1 (ester), 1640 cm" 1 (amide). 

Synthesis Example 3: Synthesis of N-octanoyi-p-atanine octyl ester. 

[0095] Fifty-seven(57) grams of N-octanoyl-p-alanine and 36 g of octanol, and 500 ml of toluene as the solvent were 
charged into a 1 ,000-milliliter flask, and 2 g of p-toluenesutfonic acid monohydrate was further added thereto as the cat- 
alyst. The mixture heated under reflux for reaction for 8 hours. 

[0096] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was neutralized by the addition of approximately 500 ml of an aqueous saturated solu- 
tion of sodium hydrogencarbonate. The resulting organic phase was separated. The organic phase was washed with 
water, and the excess toluene was distilled off under reduced pressure. The residue was further recrystallized form hex- 
ane and dried under reduced pressure to obtain 50 g (57% yield) of the captioned compound as a solid. 

IR (KBr): 2900 cm' 1 (C-H), 1730 cm' 1 (ester), 1640 cm' 1 (amide). 
Synthesis Example 4: Synthesis of N-Iauroyl^-aminobutyric acid octyl ester. 

[0097] Fifry-seven(47) grams of N-lauroyl-y-aminobutyric acid and 24 g of octanol. and 500 ml of toluene were 
charged into a 1 ,000-milliliter flask, and 2 g of p-toluenesutfonic acid monohydrate was further added thereto as the cat- 
alyst. The mixture was heated under reflux for reaction for 8 hours. 

[0098] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was neutralized by the addition of approximately 500 ml of an aqueous saturated solu- 
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tion of sodium hydrogencarbonate. The resulting oily phase was separated. The oily phase was washed with water, and 
the excess toluene was distilled off under reduced pressure. The residue was further recrystallization from hexane and 
dried under reduced pressure to obtain 42 g (63% yield) of the captioned compound as a solid. 

IR (KBr); 2900 cm 1 (C-H), 1730 cm ^ (ester), 1640 cm 1 (amide). 
Synthesis Example 5: Synthesis of N-coconut oil fatty acid acyl alanine isopropyl ester. 

[0099] One hundred(100) grams of N-coconut oil fatty acid acyl alanine (composition of the acyl groups (weight ratio); 
capryl group: 1 .3%, caproyl group: 9.4%, lauroyl group: 58.7%, myristoyl group: 18.5%, and palmitoyl group: 2. 1%) and 
750 ml of isopropanol were charged into a 1 ,000-milliliter flask. Further, 2 ml of cone, sulfuric acid were added as the 
catalyst. The mixture was heated under reflux for reaction for 20 hours. 

[0100] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess isopropanol was distilled off under reduced pressure. The concentrate was 
neutralized by the addition of approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. 
The resulting oily phase was washed with water, and dried under reduced pressure to obtain 82 g (71% yield) of the 
captioned compound as a clear liquid. 

ESI-MS: 286, 314, 342 (M+H)+. 

IR (neat): 2950 cm' 1 (C-H), 1725 cm' 1 (ester), 1600 cm" 1 (amide). 
Synthesis Example 6: Synthesis of N-myristoyl-y-aminobutyric acid isopropyl ester. 

[01 01 ] Forty (40) grams of N-myristoyl-y-aminobutyric acid and 500 ml of isopropanol were charged into a 1 ,000-mil- 
liliter flask. Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reac- 
tion for 8 hours. 

[0102] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess isopropanol was distilled off under reduced pressure. The residue was dissolved in 300 ml of diethyl ether and 
neutralized by the addition of approximately 300 ml of an aqueous saturated solution of sodium hydrogencarbonate. 
The resulting organic phase was washed with water, and dried over approximately 5 g of anhydrous magnesium sulfate, 
and the anhydrous magnesium sulfate was then filtered off. The ether was distilled away from the mother liquor. The 
residue was recrystallized from ethanol and dried under reduced pressure to obtain 25 g (56% yield) ol the captioned 
compound as a solid. 

IR (KBr): 2940 cm' 1 (C-H), 1730 cm' 1 (ester), 1610 cm' 1 (amide). 

Synthesis Example 7: Synthesis of N-myristoyl glycine octyl ester. 

[0103] Thirty-six(36) grams of N-myristoyl glycine and 16 g of actanol , and 300 ml of toluene were charged into a 500- 
miililiter flask. Further, 1 g of p-toluenesutfonic add monohydrate was added as the catalyst. The mixture was heated 
under reflux for reaction for 10 hours. 

[0104] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was neutralized by the addition of approximately 300 ml of an aqueous saturated solu- 
tion of sodium hydrogencarbonate. The resulting organic phase was separated and washed with water. The excess tol- 
uene was distilled away under reduced pressure. The residue was recrystallized from hexane and dried under reduced 
pressure to obtain 27 g (66% yield) of the captioned compound as a solid. 

IR (KBr): 2950 cm' 1 (C-H), 1725 cm' 1 (ester), 1600 cm* 1 (amide). 

Synthesis Example 8: Synthesis of N-stearoyl alanine octyl ester. 

[0105] Forty(40) grams of N-stearoyl alanine and 16 g of octanol, and 400 ml of toluene were charged into a 500- 
miliiltter flask. Further, 1 g ot p-toluenesutfonic acid monohydrate was added as the catalyst. The mixture was heated 
under reflux for reaction for 6 hours. 

[0106] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was neutralized by the addition of approximately 500 ml of an aqueous saturated solu- 
tion of sodium hydrogencarbonate. The resulting organic phase was separated and washed with water, and the excess 
toluene was distilled away under reduced pressure. The residue was recrystallized from hexane and dried under 
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reduced pressure to obtain 34 g (65% yield) of the captioned compound as a solid. 

IR (KBr): 2930 cm' 1 (C-H), 1730 cm 1 (ester), 1630 cm' 1 (amide). 
Synthesis Example 9: Synthesis of N-iauroyl alanine ethyl ester. 

[0107] One hundred(100) grams of N-iauroyl alanine and 750 ml of ethanol were charged into a 1 ,000-milliliter flask. 
Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 8 
hours. 

[0108] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess ethanol was distilled off under reduced pressure. The concentrate was charged into an oil separator and was, 
while being maintained at 50°C, neutralized by the addition of approximately 300 ml of an aqueous saturated solution 
of sodium hydrogencarbonate. Ttie resulting oily phase was separated, washed with water, and allowed to stand to 
room temperature, followed by recrystallizing from ethanol. The crystals were dried under reduced pressure to obtain 
81 g (73% yield) of the captioned compound as a solid. 

ESI-MS: 300 (M+H)+. IR (KBr): 2930 cm' 1 (C-H), 1730 cm 1 (ester), 1630 cm 1 (amide). 

Synthesis Example 10: Synthesis of N-lauroyl alanine t-butyt ester. 

[0109] One hundred(1 00) grams of N-lauroyl alanine and 750 ml of t-butanol were charged into a 1 ,000-milliliter flask. 
Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 8 
hours. 

[0110] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess t-butanol was distilled off under reduced pressure. The concentrate was charged into an oil setarator and was, 
while being maintained at 50°C, neutralized by the addition of approximately 300 ml of an aqueous saturated solution 
of sodium hydrogencarbonate. The resulting oily phase was separated, washed with water, and allowed to stand to 
room temperature, followed by recrystallizing from ethanol. The crystals were dried under reduced pressure to obtain 
80 g (70% yield) of the captioned compound as a solid. 

ESI-MS: 328 (M+H)+. 

IR (KBr): 2910 cm' 1 (C-H), 1720 cm' 1 (ester), 1620 cm' 1 (amide). 
Synthesis Example 1 1 : Synthesis of N-lauroyl alanine propyl ester. 

[0111] One hundred(IOO) grams of N-lauroyl alanine and 750 ml of propanol were charged into a 1 ,000-milliliter flask. 
Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 8 
hours. 

[0112] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess propanol was distilled off under reduced pressure. The concentrate was charged into an oil separator and was, 
while being maintained at 50°C, neutralized by the addition of approximately 300 ml of an aqueous saturated solution 
of sodium hydrogencarbonate. The resulting oily phase was sepatated, washed with water, and allowed to stand to 
room temperature, followed by recrystallizing from ethanol. The crystals were dried under reduced pressure to obtain 
84 g (73% yield) of the captioned compound as a solid. 

ESI-MS; 314 (M+H)+. 

IR (KBr): 2910 cm' 1 (C-H), 1710 cm' 1 (ester), 1630 cm' 1 (amide). 
Synthesis Example 12: Synthesis of N-coconut oil fatty acid acyl sarcosine isopropyl ester. 

[0113] One hundred(100) grams of N-coconut oil fatty acid acyl sarcosine and 750 ml of isopropanoi were charged 
into a 1 ,000-millifiter flask. Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under 
reflux for reaction for 8 hours. 

[0114] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess isopropanoi was distilled off under reduced pressure. The concentrate was neutralized by the addition of 
approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting oily phase was 
washed with water, and dried to obtain 90 g (78% yield) of the captioned compound as a liquid. 
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IR (neat): 2950 cm 1 (C-H), 1720 cm" 1 (ester), 1630 cm' 1 (amide). 
Synthesis Example 13: Synthesis of N-coconut oil fatty acid acyl-N-methyl-p-alanine isopropyl ester. 

[0115] Eighty(80) grams of N-coconut oil tatty acid acyl-N-methyl-p-alanine and 750 ml of isopropanol were charged 
into a 1 ,000-milliliter flask. Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under 
reflux for reaction for 8 hours. 

[0116] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature The 
excess isopropanol was distilled off under reduced pressure. The concentrate was neutralized by the addition of 
approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting oily phase was 
washed with water, and dried under reduced pressure to obtain 67 g (73% yield) of the captioned compound as a liquid. 

IR (neat): 2950 cm 1 (C-H), 1720 cm' 1 (ester), 1640 cm' 1 (amide). 

Synthesis Example 14: Synthesis of N-laurolysarcosine isopropyl ester. 

[0117] One hundred(100) grams of N-lauroylsarcosine and 750 ml of isopropanol were charged into a 1 ,000-millilrter 
flask. Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction 
for 8 hours. 

[01 18] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess isopropanol was distilled off under reduced pressure. The concentrate was 
neutralized by the addition of approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. 
The resulting oily phase was washed with water, and dried under reduced pressure to obtain 98 g (85% yield) of the 
captioned compound as a colorless clear liquid. 

ESI-MS: 314(M+H)+. 

IR (neat): 2940 cm' 1 (C-H), 1730 cm' 1 (ester), 1650 cm' 1 (amide). 
Synthesis Example 15: Synthesis of N-lauroyl-N-methyl-p-alanine isopropyl ester. 

[0119] One hundred grams(100) of N-lauroyl-N-metnyl-0-alanine and 750 ml of isopropanol were charged into a 
1 ,000-milliliter flask. Further, 2 ml of cone, sulfuric add were added as the catalyst. The mixture was heated under reflux 
for reaction for 8 hours. 

[0120] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess isopropanol was distilled off under reduced pressure. The concentrate was 
neutralized by the addition of approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. 
The resulting oily phase was washed with water, and dried under reduced pressure to obtain 80 g (70% yield) of the 
captioned compound as a clear liquid. 

ESI-MS:828(M+H)+. 

IR (neat): 2950 cm' 1 (C-H), 1720 cm' 1 (ester), 1640 cm' 1 (amide). 
Synthesis Example 16: Synthesis of N-lauroylglycine isopropyl ester. 

[0121] Sixty(60) grams of N-lauroylglycine and 750 ml of isopropanol were charged into a 1 ,000-milliliter flask. Fur- 
ther, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 8 hours. 
[0122] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. The 
excess isopropanol was distilled off under reduced pressure. The residue was dissolved in 300 ml diethyl ether and 
neutralized with approximately 300 ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting 
organic phase was washed with water, and dried over approximately 20 g of anhydrous magnesium sulfate. The anhy- 
drous magnesium sulfate was then filtered off. The ether was distilled away from the mother liquor. The residue was 
recrystallized from ethanol and dried under reduced pressure to obtain 45 g (64% yield) of the captioned compound as 
a solid. 

ESI-MS: 300 (M+H)+. 

IR (KBr): 2920 cm' 1 (C-H), 1720 cm' 1 (ester), 1620 cm' 1 (amide). 
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Synthesis Example 17: Synthesis of N-lauroyl alanine isopropyl ester. 

[0123] One hundred(lOO) grams of N-lauroyl alanine and 750 mi of isopropanoi were charged into a 1 ,000-milliliter 
flask. Further, 2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction 
for 8 hours. 

[0124] After the completion of the reaction.the reaction mixture was allowed to stand to room temperature. The excess 
isopropanoi was distilled off under reduced pressure. The concentrate was charged into an oil separator and was, while 
being maintained at 50°C, neutralized by the addition of approximately 300 ml of an aqueous saturated solution of 
sodium hydrogencarbonate. The resulting oily phase was separated washed with water, and dried under reduced pres- 
sure to obtain 83 g (73% yield) of the captioned compound as a solid. 

ESI-MS:314(M+H)+. 

IR (KBr): 2910 cm" 1 (C-H), 1715 cm' 1 (ester), 1630 cm -1 (amide). 
Synthesis Example 18: Synthesis of N-lauroytsarcosine propyl ester. 

[0125] Sixty-one(61) grams of N-lauroylsarcosine (ex. Kawaken Fine Chemicals Co., Ltd.) and 200 ml of 1-propanol 
were charged into a SOO-milliliter flask. Further, 1.45 g of cone, sulfuric acid were added as the catalyst. The mixture 
was heated under reflux for reaction for 7 hours. 

[0126] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess l-propanol was distilled off under reduced pressure. The concentrate was 
neutralized with 76 g of an aqueous 3% solution of sodium hydroxide. The resulting oily phase was washed with water, 
and dried under reduced pressure to obtain 48 g (68% yield) of the captioned compound as a colorless clear liquid. 

ES(-MS:314(M+H)+. 

IR (neat): 2925 cm' 1 (C-H), 1750 cm" 1 (ester), 1650 cm' 1 (amide). 
Synthesis Example 19: Synthesis of N-lauroylsarcosine butyl ester. 

[0127] One hundred and thirty-five point five(135.5) grams of N-iauroylsarcosine (ex. Kawaken Fine Chemicals Co., 
Ltd.) and 200 ml of 1-butanol were charged into a 500-mi Hi liter flask. Further, 4.99g of cone, sulfuric acid were added 
as the catalyst. The mixture was heated under reflux lor reaction for 6 hours. 

[0128] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the excess 1 -butanol was distilled off under reduced pressure. The concentrate was neu- 
tralized with 162 g of an aqueous 3% solution of sodium hydroxide. The resulting oily phase was washed with water, 
and dried under reduced pressure to obtain 114 g (70% yield) of the captioned compound as a colortessciear liquid. 
The acid value of the product was 0.6. 

Synthesis Example 20: Synthesis of N-lauroylleucine isopropyl ester. 

[0129] Forty-nine(49) grams of N-lauroylieucine and 95 g of isopropanoi were charged into a 500-millilrter flask. Fur- 
ther, 1.61 g of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 2 
hours. After the completion of the reaction, the excess isopropanoi was distilled off under reduced pressure. The con- 
centrate was added with 94 g of isopropanoi, and the mixture was heated under reflux for reaction for 5 hours. 
[0130] After the completion of the reaction the excess isopropanoi was distilled away under reduced pressure. The 
concentrate was allowed to stand to room temperature. After the concentrate had got cool, it was neutralized with 87 g 
of an aqueous 3% solution of sodium hydroxide. The resulting oily phase was washed with water, and dried under 
reduced pressure to obtain 44 g (77% yield) of the captioned compound as a light-yellow, clear liquid. 

ESI-MS: 356 (M+H)+. 

IR (neat): 2925 cm 1 (C-H), 1740 cm -1 (ester), 1650 cm' 1 (amide). 
Synthesis Example 21 : Synthesis of N-lauroytvaline isopropyl ester. 

[0131] Forty-nine(49) grams of N-iauroylvaline and 197 g of isopropanoi were charged into a 500-millilrter flask Fur- 
ther, 1 .61 g of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 6 
hours. 

[0132] After the completion of the reaction, the excess isopropanoi was distilled off under reduced pressure. After the 
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concentrate had got cool it was neutralized with 77 g of an aqueous 3% solution of sodium hydroxide. The resulting oily 
phase was washed with water, and dried under reduced pressure to obtain 41 g (73% yield) of the captioned compound 
as a paste or solid. The acid value of the product was 1 .5. 

5 ESI-MS: 342 (M+H)+. 

IR (neat): 2925 cm 1 (C-H), 1720 cm' 1 (ester), 1640 cm' 1 (amide). 

Synthesis Example 22: Synthesis of N-coconut oil fatty acid acyl leucine isopropyl ester. 

10 [0133] Forty-f rve(45) grams of N-coconut oil fatty acid acyl leucine and 1 40 g of isopropanol were charged into a 500- 
milliliter flask. Further, 2.86 g of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for 
reaction for 2 hours. After the completion of the reaction, the excess isopropanol was distilled off under reduced pres- 
sure. The concentrate was added with 90 g of isopropanol, and the mixture was heated under reflux for reaction for 1 
hour. 

is [0134] After the completion of the reaction, the excess isopropanol was distilled away under reduced pressure. The 
concentrate was allowed to stand to room temperature. After the concentrate had got cool, it was neutralized with 184 
g of an aqueous 3% solution of sodium hydroxide. The resulting oily phase was washed with water, and dried under 
reduced pressure to obtain 38 g (74% yield) of the captioned compound as a light-yellow, clear liquid. The acid value of 
the product was 1 .8. 

20 

ESI-MS: 356 (M+H)+. 

IR (neat): 2930 cm 1 (C-H), 1740 cm' 1 (ester). 1645 cm 1 (amide). 
Reference Synthesis Example 1 :Synthesis of N-lauroylsarcosine isostearyl ester. 

25 

10135] Ten(1 0) grams of N-iauroylsarcosine and 8.6 g of isostearyl alcohol were charged into a 200-mtllMrter flask. Fur- 
ther, 0.5 g of p-toluenesulfonic acid monohydrate were added as the catalyst. The mixture was maintained at 130°C for 
3 hours. 

[01 36] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
3D reaction mixture had got cool, H was added with approximately 200 ml of an aqueous saturated solution of sodium 
hydrogencarbonate. The resulting oily phase was washed with water, and dried enough by adding anhydrous magne- 
sium sulfate. The anhydrous magnesium sulfate was then filtered off to obtain 16 g (86% yield) of the captioned com- 
pound as a liquid. 

35 IR (neat): 2920m' 1 (C-H), 1720cm' 1 (ester), 1650cm' 1 (amide). 

Reference Synthesis Example 2: Synthesis of N-lauroylsarcosine octyl dodecyl ester. 

[0137] Ten(10) grams of N-lauroylsarcosine and 9.5 g of octytdodecanol were charged into a 200-millititer flask, Fur- 
40 ther, 0.5 g of p-toluenesulfonic acid were added as the catalyst. The mixture was maintained at 1 30°C for reaction for 3 
hours. 

[0138] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was added with approximately 200 ml of an aqueous saturated solution of sodium 
hydrogencarbonate. The resulting oily phase was washed with water, and dried enough by adding 5 g of anhydrous 
45 magnesium sulfate. The anhydrous magnesium sulfate was then filtered off to obtain 1 7 g (87% yield) of the captioned 
compound as a liquid. 

IR (neat): 2930 cm 1 (C-H), 1720 cm' 1 (ester), 1640 cm' 1 (amide). 

so Reference Synthesis Example 3: Synthesis of N-lauroyl alanine octyldodecyl ester. 

[0139] Ten(10) grams of N-lauroyl alanine and 9.5 g of octytdodecanol were charged into a 200-milliliter flask. Further, 
0.5 g of p-toluenesuHonic acid were added as the catalyst. The mixture was maintained at 130°C for reaction for 3 
hours. 

55 [0140] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, it was added with approximately 200 ml of an aqueous saturated solution of sodium 
hydrogencarbonate. The resulting oily phase was washed with water, and dried enough by adding 5 g of anhydrous 
magnesium sulfate. The anhydrous magnesium sulfate was then filtered off to obtain 16 g (82% yield) of the captioned 
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compound as a liquid. 

IR (neat): 2940 cm/ 1 (C-H), 1730 cm' 1 (ester), 1650 cm" 1 (amide). 
Examination Example 1 : 

[0141] With respect to the feeling of the N-iong-chain acyl neutral amino acid esters obtained in Synthesis Examples 
and Reference Synthesis Examples, the organoleptic evaluation was conducted by five panelists. Each panelist coated 
an appropriate amount of each oily material on the back of their hand. The organoleptic evaluation was conducted 
according to the following evaluation standard. That is, the oily agent which was liquid was used as such in the evalua- 
tion. The solid agent was once melted by being heated at 45°C, and was then decreased in temperature to form a liquid. 
The resulting liquid was used in the evaluation. 

[0142] In the evaluation, with respect to the feeling of each oily agent, it was measured which feeling it had, a light 
feeling such as "dry" or "clean", or a heavy feeling such as Vet" or "sticky". The resufts of the evaluation are shown in 
Table 1 below. 



Table 1 





Oily materials used 


Light feeling 


Heavy feeling 






dry 


clean 


wet 


sticky 


Comparative Formulation Example 1 


N-laurolylsarcosine isostearyl ester 
(Reference Synthesis Example 1) 




1 


2 


2 


Comparative Formulation Example 2 


N-lauroylsarcosine octyldodecyl 
ester (Reference Synthesis Exam- 
ple 2) 






2 


3 


Comparative Formulation Example 3 


N-lauroylalanine octyldodecyl ester 
(Reference Synthesis Example 3) 






1 


4 


Formulation Example 1 


N-lauroylsarcosine isopropyl ester 
(Synthesis Example 14) 


4 


1 






Formulation Example 2 


N-lauroyt-N-methyl-p-alanine iso- 
propyl ester (Synthesis Example 
15) 


2 


2 


1 




Formulation Example 3 


N-lauroylalanine ethyl ester (Syn- 
thesis Example 9) 


1 


4 






Formulation Example 4 


N-lauroytalantne propyl ester (Syn- 
thesis Example 11) 




5 






Formulation Example 5 


N-lauroytalanine isopropyl ester 
(Synthesis Example 17) 


1 


4 






Formulation Example 6 


N-lauroylalanine-t-butyl ester (Syn- 
thesis Example 10) 




4 


1 




Formulation Example 7 


N-coconut oil fatty acid acylalanine 
isopropyl ester (Synthesis Example 
5) 




5 






Formulation Example 8 


N-octanoylglycine isopropyl ester 
(Synthesis Example 1) 


1 


4 







'Numerals in the table indicate each feeling and the number of persons who evaluated. 



[0143] Table 1 reveals that the oily materials in Formulation Examples are excellent in the clean or dry feeling. 
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Examination Example 2: 

[0144] A milky lotion containing each of the oiiy materials was prepared according to the recipe shown in Table 2 
below. Five panelists coated an appropriate amount of each of the milky lotions on the back of their hand, and the orga- 
s noleptic evaluation was conducted on the basis of the following evaluation standard with respect to clean feeling, exten- 
sibility, smoothness and adaptability. 

[0145] That is, an average value in the evaluation of each panelist based on the evaluation standard was calculated. 
When the average value was between 1 .0 and 2.0, it was rated as very good (O OK when the averate value was at 
least 0.5 and less than 1 .0, it was rated as good (O): ana" wne n the average value was at least -1 .0 and less than 0.5, 
10 it was rated as bad (a). The results are shown in Table 3 below. 

(Evaluation standard ) 

[0146] 

15 

2: very good. 1 : good, 0: common (blank), and -1 : bad, in which the evaluation score when using liquid paraffin as 
the oily material was 0 (blank). 



20 


Table 2 






Recipe of a milky lotion 
(1) Oily phase 




oily material in each of Synthesis Examples or Reference Synthesis Examples 


5.0 


25 


liquid paraffin 


9.5 




propylene glycol monostearate 


0.3 




behenyi alcohol 


0.5 


30 


glycerol monostearate 


1.0 


POE (10) monostearate 


1.0 




butyl parahydroxybenzoate 


0.1 




(2) Aqueous phase 


35 


carboxyvinyl polymer (aqueous 1% solution) 


30.0 




propylene glycol 


5.0 




methyl para-hydroxybenzoate 


0.1 


40 


aqueous sodium hydroxide solution (aqueous 10% solution) 


(pH adjustment) 




purified water 


balance 




Total 


100.0 


45 


The ratio of each component is % by weight. The pH was adjusted to 6.5 with aqueous sodium hydroxide 
solution. 



so Table 3 





Oily material used 


Clean feeling 


Smoothness 


Extensibility 


Adaptability 


Comparative Formula- 
tion Example 4 


isopropyi myristate 


o 


A 


A 


A 



55 
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Table 3 (continued) 





Oily material used 


Clean feeling 


Smoothness 


Extensibility 


Adaptability 


Comparative Formula- 
tion Example 5 


N-lauloylalanine octyi- 
dodecyt ester (Refer- 
ence Synthesis 
Example 3) 


A 








Formulation Example 9 


N-lauroylsarcosine iso- 
propyl ester (Synthesis 
Example 14) 


OO 


OO 


oo 


OO 


Formulation Example 10 


N-lauroylalanine isopro- 
pyl ester (Synthesis 
Example 17) 


oo 


o 


OO 


OO 



[0147] Table 3 reveals that all the Formulation Examples are excellent in the clean feeling, the extensibility, the 
smoothness and the adaptability in comparison with Comparative Formulation Examples. 



Examination Example 3: 

[0148] Five panelists evaluated oily materials when applied to the hair. A 0.05 weight % ethanol solution of each of 
the oily materials was prepared. The hair of one and the same person was used. The heir with a fixed size and weight 
(2.5 g) was prepared. Incidentally, before the evaluation, the hair was washed with approximately 1 ,000 ml of an aque- 
ous 1 weight % sodium lauryl sulfate solution (40°C), rinsed with warm water of 40°C, and then dried well. This hair was 
dipped in the ethanol solution for 2 minutes, and redried well. 

[0149] The conditioning property (good feeling) of the thus-treated hair was evaluated. That is, an average value in 
the evaluation of each panelist based on the following evaluation standard, as in Examination Example 2, was calcu- 
lated. When the average value was between 1 .0 and 2.0, it was rated as very good (OO): wnen the average was at 
least 0.5 and less than 1 .0, rt was rated as good ( O); and when the average value was at least -l .0 and less than 0.5, 
it was rated as bad (a). 

[0150] The results are shown in Table 4 below. 



Table 4 





Oily material used 


Conditioning property 


Comparative Formulation Example 6 


isopropyl myristate 


A 


Comparative Formulation Example 7 


N-lauroylalanine octyldodecyl ester (Reference 
Synthesis Example 3) 


A 


Formulation Example 1 1 


N-lauroylsarcosine isopropyl ester (Synthesis 
Example 14) 


o 


Formulation Example 12 


N-lauroylalanine isopropyl ester (Synthesis 
Example 17) 


OO 


Formulation Example 13 


N-coconut oil fatty acid acyl alanine isopropyl 
ester (Synthesis Example 5) 


OO 


Formulation Example 14 


N-myristoylglydne octyl ester (Synthesis Exam- 
ple^ 


O 


Formulation Example 15 


N-stearoylalanine octyl ester (Synthesis Example 
8) 


o 



[0151] Table 4 reveals that all the Formulation Examples are excellent in the hair conditioning property in comparison 
with Comparative Formulation Examples. 
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Formulation Example 16: (Lotion) 

[0152] A lotion having the composition shown in Table 5 below was prepared in a usual manner. That is, the compo- 
nents under Component 1 and 2 were dissolved, respectively, and the components under Component 1 was then mixed 
with those under Component 2. 



Table 5 



Lotion 




(Component 1 ) 




propylene glycol 


6.0 


glycerol 


5.0 


polyethylene glycol 4000 


3.0 


purified water 


balance 


(Component 2) 


N-coconut oil fatty acid acylsarcosine isopropyl ester 


0.5 


POE (20) sorbitan monolauric acid ester 


1.5 


POE (5) oleyl alcohol ether 


0.3 


ethanol 


100 


flavor 


suitable amount 


antiseptic 


suitable amount 


Total 


100 (%) 


POE = polyoxyethylene 



Formulation Example 17: (Emollient lotion) 

[0153] An emollient lotion having the composition shown in Table 6 below was prepared as follows. That is, the com- 
ponents under Components 1 and 3 were dissolved, respectively The components under Component 3 were added to 
the components under Component 1 , and these were mixed and emulsified. To this were added the components under 
Component 2, and they were emulsified using a homomixer to obtain a product. 
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Table 6 





Emollient lotion 




5 


(Component 1 ) 






cetyl alcohol 


2.0 




bees wax 


0.5 


TO 


vaseline 


2.0 


N-octanoyl-N-methyl-p-alanine isopropyl ester 


6.0 




dimethyl polysiloxane 


2.0 




glycerol monostearate 


1.0 


15 


POE (10) monooieic acid ester 


1.0 




(Component 2) 




ethanol 


5.0 


20 


Quince Seed extract (aqueous 20% solution) 


20.0 




(Component 3) 




flavor 


suitable amount 




antiseptic 


suitable amount 


25 


purified water 


balance 




Total 


100 {%) 



Formulation Example 18: (W/O type milky lotion) 

30 

[0154] A W/O type milky lotion having the composition shown in Table 7 below was prepared in an ordinary method. 



35 



40 



45 



SO 



55 
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Table 7 



W/O type milky lotion 


(Oily phase) 




stearyl alcohol 


6.0 


stearic acid 


2.0 


hydrous lanoline 


4.0 


N-octanoylglycine isopropyl ester 


2.0 


liquid paraffin 


7.0 


octyidodecanol 


10.0 


POE (25)cetyl alcohol ester 


3.0 


glycerol monostearate 


2.0 


(Aqueous phase) 


1,3-butylene glycol 


6.0 


polyethylene glycol 


4.0 


antiseptic 


0.2 


flavor 


suitable amount 


antioxidant 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 1 9: (O/W type cream) 

10155] An O/W type cream having the composition shown in Table 8 below was prepared as follows. That is, an oily 
phase was heated to 80°C, and an aqueous phase to 50°C. While the oily phase was stirred, the aqueous phase was 
gradually added thereto for emulsification. 
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Table 8 



O/W type cream 
(Oily phase) 


di(choresteryl, octyldodecyt) N-lauroylglutamate 


2.5 


N-2-ethylhexanoylsarcosine isopropyl ester 


9.5 


glycerol trioctanoate 


2.5 


propylene glycol monostearate 


5.0 


dimethyl silicone oil 


5.0 


behenyl alcohol 


0.5 


glycerol monostearate 


1.0 


POE (10) monostearate 


3.0 


(Aqueous phase) 


antiseptic 


0.2 


xanthane gum 


0.05 


1,3-butylene glycol 


5.0 


glycine 


1.0 


aqueous sodium hydroxide solution (10%) 


suitable amount 


flavour 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 20: (Milky lotion) 

[01 56] A milky lotion having the composition shown in Table 9 below was prepared as follows. That is, first, the com- 
ponents under Component 1 , those under Component 2 and those under Component 3 were heated to 60°C, respec- 
tively. The components under Component 1 were, with stirring, added gradually with the components under Component 
2, then with the components under Component 3 and cooled to 30°C. 
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Tables 



Milky lotion 
(Component 1 ) 


1 ,3-butylene glycol 


1.2 


POE(l0)POP(20)2-tetradecyl diether 


2.0 


POE(5)oleic acid ester 


4.0 


(Component 2) 


liquid paraffin 


15.0 


N-lauroyisarcosine isopropyl ester 


3.0 


N-lauroylglycine isopropyl ester 


2.0 


(Component 3) 


flavor 


suitable amount 


antiseptic 


suitable amount 


purified water 


balance 


Total 


100 (%) 


POP = Polyoxyropylene (hereinafter, the same) 



Formulation Example 21 : (Emollient cream) 

[0157] An emollient cream having the composition shown in Table 10 below was prepared as follows. First, the com- 
ponents under Component 2 and the components under Component 3 were heated to 50°C, respectively, and the com- 
ponents under Component 3 were gradually added to the components under Component 2 to obtain a mixture. The 
mixture was uniformly dispersed in a melted mixture obtained by heating the components under Component 1 to 70°C. 
Further, a product obtained by heating the components under Component 4 to 70°C was added to the dispersion while 
being stirred well. The mixture was emulsified using a homomixer to obtain a product. 
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Table 10 



Emollient cream 


(Component 1) 




liquid paraffin 


25.0 


academian nut oi! 


3.0 


N-lauroylglycine isopropyl ester 


2.0 


microcrystalline wax 


2.0 


vaseline 


5.0 


(Component 2) 


diglycerol monooleate 


5.0 


diglycerol monostearate 


1.0 


tocopherol acetate 


0.2 


(Component 3) 


sodium glutamate 


1.6 


serine 


0.4 


purified water 


13.0 


(Component 4) 


propylene glycol 


3.0 


antiseptic 


suitable amount 


flavor 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 22: (Ultraviolet ray-inhibiting essence) 

[0158] An ultraviolet ray-inhibiting essence having the composition shown in Table 1 1 below was prepared as follows. 
That is, the wetting agent and the triethanolamine were heat-dissolved in the purified water at 70°C. The oil content was 
heat-dissolved at 70°C. Then, the surfactant, the ultraviolet absorbent, the antiseptic and the flavor were dissolved 
therein in this order, and these were uniformly dissolved at 70°C using a homomixer. 
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Table 11 


Ultraviolet-inhibiting essence 
(Component 1) 


stearic acid 


3.0 


cetanol 


1.0 


lanoline 


3.0 


N-lauroyl-t-butyl ester 


2.0 


2-ethylhexyl stearate 


6.0 


(Component 2) 


1,3-butylene glycol 


6.0 


(Component 3) 


POE cetyl alcohol ether 


2.0 


glycerol monostearate 


1.0 


triethanolamine 


1.0 


(Component 4) 


2-hydroxy-4-methoxybenzophenone 


4.0 


4-t-butyl-4'-methoxybenzoylmethane 


4.0 


2-ethythexyl dimethoxybenzylidenedioxoimidazolidinepropionate 


2.0 


(Component 5) 


flavor 


suitable amount 


antiseptic 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 23: (Suntan oil) 

[0159] A suntan oil having the composition shown in Table 12 below was prepared in an ordinary manner 



Table 12 


Suntan oil 


octyl paramethoycinnamate 


2 


squalane 


65 


N-lauroylalanine t-butyl ester 


5 


cetyl octanoate 


28 


dibutylhydroxytoluene 


suitable amount 


flavor 


suitable amount 


Total 


100 (%) 



Formulation Example 24: (W/O type foundation cream) 

[0160] A W/O type foundation cream having the composition shown in Table 1 3 below was prepared as follows. That 



25 



EP0 928 608 A2 



is. the components under Component 3 were mixed, added with the components under Component 1 which had been 
well mixed and pulverigerd, and treated using a homomixer. The components under Component 2 were heat-dissolved 
and added to the mixture. The resultant mixture was treated using a homomixer, to obtain a product. 



5 


Table 13 






W/O type foundation cream 






(Component 1) 






sericite 


5.4 




kaolin 


4.0 




titanium dioxide 


9.0 




red iron oxide 


0.4 


15 


yellow iron oxide 


0.8 




black iron oxide 


0.2 




(Component 2) 


20 


N-coconut oil fatty acid acylsarcosine isopropyl ester 


5.0 




decamethylcyclopentane siloxane 


12.0 




polyoxyethylene-modified dimethylpolysiloxane 


4.0 


25 


(Component 3) 


antiseptic 


suitable amount 




dispersing agent 


suitable amount 




1,3-butylene glycol 


5.0 


30 


N-coconut oil fatty acid acyiarginine ethyi pyrroJidone-carboxylic acid salt 


0.5 




purified water 


balance 




Total 


100 (%) 



35 Formulation Example 25: (Powdery foundation) 



[0161] A powdery foundation having the composition shown in Table 14 below was prepared as follows. That is, first, 
the components (pigment components) under Component 1 were mixed, and pulverized using a mill. Subsequently, the 
resulting product was passed to a high-speed blender. A mixture obtained by previously mixing the corr^ionents under 
40 Components 2 and 3 was added to the pigment components, and these were uniformly mixed. The resulting mixture 
was passed through a sieve to adjust the particle size, and compression-molded to obtain a product. 
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Table 14 



Powdery foundation 


(Component 1) 




talc 


20.0 


mica 


35.0 


kaolin 


5.0 


titanium dioxide 


9.0 


zinc stearate 


1.0 


red iron oxide 


1.0 


yellow iron oxide 


3.0 


black iron oxide 


0.2 


lauroyllysine 


4.0 


(Component 2) 


pyroglutamic acid glyceryl oleate 


0.5 


sorbitan monooleate 


2.0 


lanolin e 


1.0 


N-lauroylsarcosine isopropyl ester 


6.0 


octyldodecyl myrtstate 


2.0 


(Component 3) 


antiseptic 


suitable amount 


antioxidant 


suitable amount 


flavor 


suitable amount 


Total 


100 (%) 



Formulation Example 26: (Dual-use foundation) 

[0162] A dual-use foundation having the composition shown in Table 15 below was prepared as follows. That is, the 
components under Component 1 were mixed, and pulverized using a mill. The mass was passed to a high-speed 
blender. A mixture obtained by previously mixing the components under Components 2 and 3 were added to the com- 
ponents in the blender, and these were uniformly mixed. The resulting mixture was passed through a sieve to adjust the 
partide size, and compression-molded to obtain a product. 
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Table 15 



Dual-use foundation 




(Component 1 ) 




silicone-treated talc 


19.0 


siiicone-treated mica 


38.0 


lauroyllysine 


2.0 


silicone-treated finely divided titanium dioxide 


20.0 


zinc stearate 


0.1 


silicone-treated red iron oxide 


1.0 


silicone-treated yellow iron oxide 


3.0 


silicone-treated black iron oxide 


0.2 


nylon powder 


2.0 


(Component 2) 


liquid paraffin 


3.5 


N-lauroylalanine ethyl ester 


0.5 


dimethyl polysiloxane 


4.0 


glycerol triisooctanoate 


5.0 


octyl methoxycinnamate 


1.0 


(Component 3) 


antiseptic 


suitable amount 


antioxidant 


suitable amount 


flavor 


suitable amount 


Total 


100 (%) 



Formulation Example 27: (Rouge) 

[0163] A rouge having the composition shown in Table 16 below was prepared as follows. That is, titanium dioxide, 
kaolin, iron oxide (red), and Red No. 202 were added to a part of liquid paraffin, and dispersed therein using a roller. 
The other components were previously mixed, and heat-dissolved. Then, all of the components were uniformly dis- 
persed using a homomixer. After the completion of the dispersing operation, the dispersion was cooled while being 
stirred to obtain a product. 



Table 16 



Rouge 


titanium dioxide 


4.2 


kaolin 


20.0 


lauroyllysine 


2.0 


iron oxide (red) 


0.3 


Red No. 202 


0.5 


ceresine 


12.0 


di(cholesteryl, octyWodecyl) N-lauroylglutamate 


3.0 
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Table 16 (continued) 



Rouge 


vaseline 


20.0 


liquid paraffin 


25.0 


isopropyi myristate 


13.0 


N-octanoyl-p-alanine octyl ester 


2.0 


antioxidant 


suitable amount 


flavor 


suitable amount 


Total 


100 (%) 



Formulation Example 28: (Emulsified lipstick) 

[0164] An emulsified lipstick having the composition shown in Table 17 below was prepared as follows. That is, the 
titanium dioxide, the Red No. 201 and the Red No. 202 of the components under Component 1 were added to a part of 
the castor oil, and dispersed therein using a roller. The Red No. 223 was dissolved into the castor oil. The other com- 
ponents under Component 1 were heat-dissolved, and uniformly dispersed along with the pigments and the dyes using 
a homomixer The components under Component 2 were heat<Jissoived, and emulsified and dispersed in the previous 
mixture using a homomixer. The dispersion was poured into a mold, and rapidly cooled to form a stick. 



Table 17 



Emulsified lipstick 
(Component 1) 


titanium dioxide 


3.5 


lauroytlysine 


TO 


Red No. 201 


0.5 


Red No. 202 


2.0 


Red No. 203 


0.05 


ceresine 


4.0 


candelilla wax 


8.0 


N-myhstoyl^-aminobutyric acid isopropyi ester 


2.0 


castor oil 


30.0 


isostearic acid diglyceride 


39.95 


POE (25) POP (20) 2-tetradecyl ether 


1.0 


antiseptic 


suitable amount 


antioxidant 


suitable amount 


flavor 


suitable amount 


(Component 2) 


sodium polyaspartate solution (30%) 


1.0 


purified water 


4.0 


glycerol 


2.0 


propylene glycol 


1.0 


Total 


100 (%) 
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Formulation Example 29: (Lipstick) 

[0165] A lipstick having the composition shown in Table 18 below was prepared as follows. That is, the components 
under Component 2 were heat-dissolved. The components under Component 1 were added thereto, and kneaded and 
dispersed uniformly, using a roller mill, then defoamed and poured into a mold, and rapidly cooled to form a lipstick. 



Table 18 



Lipstick 
(Component 1 ) 


titanium dioxide 


5.0 


Red No. 201 


0.6 


Red No. 202 


1.0 


Red No. 223 


0.2 


(Component 2) 


solid paraffin 


8.0 


candelilla wax 


9.0 


beeswax 


5.0 


carnauba wax 


5.0 


castor oil 


25.0 


N-octanoyt-p-rnethyl-p-alanine isopropyl ester 


20.0 


Isopropyl myristate 


10.0 


liquid lanoline 


11.0 


antiseptic 


suitable amount 


antioxidant 


suitable amount 


flavor 


suitable amount 


Total 


100 (%) 



Formulation Example 30: (Eyebrow pencil) 

[0166] An eybrow pencil having the composition shown in Table 19 below was prepared as follows. That is, the pow- 
dery components under Component 1 were mixed well using a blender. The mixture was subjected to dispersing oper- 
ation together with the other components which had been heat-dissolved, using a mill. The mass was compression- 
molded to obtain a product. 



Table 19 



Eyebrow pencil 


titanium dioxide 


20.0 


iron oxide (red) 


20.0 


iron oxide (yellow) 


20.0 


iron oxide (black). 


15.0 


talc 


10.0 


lanoline wax 


10.0 


N-coconut oil fatty acid acylaianine isopropyl ester 


4.0 
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Table 19 (continued) 



Eyebrow pencil 


glycerol monostearate 

antiseptic 

antioxdant 

flavor 


1.0 

suitable amount 
suitable amount 
suitable amount 


Total 


100 (%) 



Formulation Example 31 : (O/W type foundation cream) 

[0167] An O/W type foundation cream having the composition shown in Table 20 beiow was prepared as follows. That 
is, the propylene glycol having the bentonite dispersed therein among the components under Component 2 was added 
to the purified water, and treated at 70°C using a homomixer. Then, the other components under Component 2 were 
added thereto, and fully stirred. To this were added the components under Component 1 which had been mixed and 
pulverized while being stirred, and the mixture was treated at 70°C using a homomixer. Subsequently, the components 
under Component 3 which had been heated to from 70 to 80°C were gradually added thereto, treated at 70°C using a 
homomixer, and cooled to room temperature to obtain a product. 



Table 20 



O/W type foundation 
(Component 1 ) 


talc 


3.0 


titanium dioxide 


5.0 


red iron oxide 


0.5 


yellow iron oxide 


1.4 


black iron oxide 


0.1 


(Component 2) 


bentonite 


0.5 


polyoxyethylenesorbitan monostearate 


0.9 


triethanolamine 


1.0 


propylene glycol 


10.0 


purified water 


54.4 


(Component 3) 


stearic acid 


2.2 


isohexadecyl alcohol 


7.0 


glycerol monostearate 


2.0 


liquid lanoline 


2.0 


liquid paraffin 


6.0 


N-lauroylalanine propyl ester 


2.0 


antiseptic 


suitable amount 


Total 


100 (%) 
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Formulation Example 32: (Conditioning shampoo) 

[0168] A conditioning shampoo having the composition shown in Table 21 below was prepared as follows. That is, the 
purified water was added with the cationized cellulose and heated with stirring, to 70°C. To this was added the other 
components and dissolved by stirring. The mass was cooled to obtain a product. 



Table 21 



Conditioning shampoo 


lauryl POE(3) sulfuric acid ester triethanolamine salt (aqueous 30% solution) 


10.0 


lauryl POE(3) sulfuric acid ester sodium salt (aqueous 30% solution) 


10.0 


coconut oil fatty acid acylalanine triethanolamine salt (aqueous 30% solution) 


10.0 


lauryl sulfuric acid ester sodium salt (aqueous 30% solution) 


5.0 


lauryl diethanol amide 


3.0 


lauryl dimethyl aminoacetic acid betaine 


7.0 


cationized cellulose 


0.2 


ethylene glycol distearic acid ester 


2.0 


N-lauroyt-N-methyl-p-alanine isopropyl ester 


2.0 


flavor 


suitable amount 


antiseptic 


suitable amount 


pH modifier 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 33: (Rinse in shampoo) 

[0169] A rinse in shampoo having the composition shown in Table 22 below was prepared as follows. That is, the 
stearyltrimethylammonium chloride and the amphoteric surfactant were added to the purified water, heat -dissolved, and 
maintained at 70°C. The other components were added thereto, dissolved, and then cooled to obtain a product. 



Table 22 



Rinse in shampoo 


2-alkyl-N-carboxymethyl-N-hydroxyethylimidazoiinium betaine 


16.0 


coconut oil fatty acid diethanolamide 


4.0 


N -coconut oil fatty acid acylarginine ethylpyrrolidonecarboxylic acid salt 


1.0 


stearyltrimethylammonium chloride 


2.0 


N-lauroyl-N-methyl-p-alanine sodium salt 


1.0 


N-lauroylsarcosine isopropyl ester 


1.0 


POE alkylpolyamine 


1.0 


flavor 


suitable amount 


pigment 


suitable amount 


pH modifier 


suitable amount 


purified water 


balance 


Total 


100 (%) 
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Formulation Example 34: (Hair treatment cream) 

[0170] A hair treatment cream having the composition shown in Table 23 below was prepared as follows That is, the 
components under Component 1 and those under Component 2 were heated to 80°C, respectively. The components 
under Component 2 was with stirring, added gradually with the components under Component 1 , and the mixture was 
cooled to obtain a product. 



Table 23 



Hair treatment cream 




(Component 1) 




N-coconut oil fatty acid acylalanine isopropyl ester 


9.0 


cetyl octanoate 


4.0 


POE(5) oleic acid ester 


4.0 


cetostrearyl alcohol 


3.0 


cetanol 


2.0 


stearic acid propylene glycol 


2.0 


glycerol stearate 


1.0 


stearic acid polyethylene glycol 


1.0 


distearyl dimethyl ammonium chloride 


2.0 


(Component 2) 


N-coconut oil fatty acid acylargrnine ethyl pyrrol idone carboxylic acid salt 


0.5 


1 ,3-butylene glycol 


5.0 


chrtin (aqueous 1% solution) 


10.0 


flavor 


suitable amount 


antiseptic 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 35: (Hair lotion) 

101 71 ] A hair lotion having the composition shown in Table 24 below was prepared as follows. That is, the components 
under Component 1 and those under Component 2 were heated to 80°C, respectively. The components under Compo- 
nent 2 was with stirring, added gradually with the components under Component 1, and the mixture was cooled to 
obtain a product. 
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Table 24 



Hair lotion 
(Component 1 ) 


N-lauroytsarcosine isopropyl ester 


15.0 


Vaseline 


5.0 


POE(20) sorbitan monolauric acid ester 


10.0 


isopropyl myristate 


10.0 


bees wax 


1.0 


stearic acid 


1.0 


stearic acid propylene glycol 


1.0 


stearic acid polyethylene glycol 


1.0 


diglycerol oleate 


4.0 


hydrogenated soybean lecithin 


1.0 


(Component 2) 


N-stearoylglutamic acid sodium salt 


0.4 


xanthane gum (aqueous 1% solution) 


5.0 


carboxyvinyl polymer (aqueous 1% solution) 


5.0 


sodium polyaspartate solution (1%) 


1.0 


1,3-butylene glycol 


5.0 


flavor 


suitable amount 


antiseptic 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 36: (Cleansing foam) 

[0172] A cleansing foam having the composition shown in TabJe 25 below was prepared as follows. That is, the com- 
ponents under Component 1 and those under Component 2 were heated to 80°C, respectively. The components under 
Component 2 was with stirring, added gradually with the components under component 1 , and the mixture was cooled 
to obtain a product. 
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Table 25 





Cleansing foam 




5 


(Component 1) 






stearic acid 


12.0 




lauric acid 


3.0 


10 


myristic acid 


14.0 




N-myristoylglycine octyl ester 


2.0 




POP(20) glycerol monostearate 


2.0 




N-lauroyl-N-methyltaurine sodium salt (aqueous 30% solution) 


4.0 


15 


(Component 2) 




sodium hydroxide 


5.0 




1 ,3-butylene glycol 


10.0 


20 


sorbitol (aqueous 70% solution) 


15.0 




glycerol 


10.0 




flavor 


suitable amount 




antiseptic 


suitable amount 


25 


purified water 


balance 




Total 


100 (%) 



Formulation Example 37: (Cleansing oil) 

30 

[0173] A cleansing oil having the composition shown in Table 26 below was prepared in an ordinary manner. 



35 


Table 26 


Cleansing oil 




N-coconut oil fatty acid acyl-N-methyl-p-alanine isopropyl ester 


50.0 




2-ethylhexyl stearate 


20.0 


40 


dimethylpolysiioxane 


20.0 




POE oleyl alcohol ether 


10.0 




flavor 


suitable amount 




antiseptic 


suitable amount 


45 


Total 


100 (%) 



Formulation Example 38: (Makeup cleansing product) 

so [0174] A makeup cleansing product having the composition shown in Table 27 below was prepared as follows. That 
is, the components under Component 1 and those under Component 2 were heated to 80°C. respectively. While the 
components under Component 2 were stirred, the components under Component 1 were gradually added thereto, and 
the mixture was cooled to obtain a product. 

55 
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Table 27 



5 


Makeup cleansing product 
(Component 1) 




POE cetyl alcohol ether 


4.0 




sodium N-stearoylglutamate 


1.5 


10 


N-coconut oil fatty acid acylglutamic acid triethanolamine (aqueous 30% solution) 


20.0 




myristic acid 


2.0 




arginine 


0.5 




lysine 


0.5 


15 


purified water 


balance 




antiseptic 


suitable amount 




(Component 2) 


20 


N-lauroylsarcosine isopropyl ester 


5.0 




isostearic acid 


8.5 




liquid paraffin 


50.0 


25 


Total 


100 (%) 



Formulation Example 39: (Shaving foam) 

[01 75] A shaving foam having the composition shown in Table 28 below was prepared as follows. That is. the glycerol, 
the triethanolamine and the compound of Synthesis Example 8 were added to the purified water, and the solution was 
heated to 70°C. This solution was used as the aqueous phase portion. The other components were heat-dissolved, and 
the mixture was used as the oily phase portion. The oily phase portion was added to the aqueous phase portion, and 
a neutralization reaction was conducted. The filling operation was conducted in such way that the stock solution was 
charged into a can, a valve was fitted thereto, and the gas was then filled therein. 
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Table 28 



Shaving foam 
(Stock solution) 


stearic acid 
coconut oil fatty acid 
glycerol monostearate 
glycerol 

N-stearoyialanine octyl ester 

triethanolamine 

flavor 

purified water 


4.5 
1.5 
5.0 
10.0 
0.5 
4.0 

suitable amount 
balance 


Total 


100 (%) 


(Filling) 


stock solution 
liquefied petroleum gas 


96.0 
4.0 


Total 


100 (%) 



Formulation Example 40: (Liquid detergent) 

[0176] A liquid detergent having the composition shown in Table 29 below was prepared in a usual manner. 



Table 29 



Liquid detergent 


N-lauroylglutamic acid triethanolamine (aqueous 30% solution) 


20.0 


N-lauroylmethyltaurine sodium salt (aqueous 30% solution) 


50 


N-coconut oil fatty acid acylglycine potassium salt (aqueous 30% solution) 


5.0 


lauric acid triethanolamine 


10.0 


myristc acid triethanolamine 


10.0 


lauroylimidazolinium betaine 


5.0 


lauroyldtethanolamide 


5.0 


propylene glycol 


5.0 


N-coconut oil fatty acid acyl-N-methyl-p-alanine isopropyl ester 


1.0 


flavor 


suitable amount 


dye 


suitable amount 


antiseptic 


suitable amount 


metallic ion blocking agent 


suitable amount 


purified water 


balance 


Total 


100 (%) 
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Formulation Example 41 : (Bath oil) 

[0177] A bath oil having the composition shown in Table 30 below was prepared in an ordinary manner. 



Table 30 



Bath oil 


liquid paraffin 




50.0 


N -coconut oil fatty acid acyialanine isopropyl ester 


10.0 


squaiane 




10.0 


macadamia nut oil 




10.0 


sorbrtan oieate 




5.0 


POE oleyl ether 




10.0 


flavor 




4.0 


purified water 




1.0 


Total 


100 {%) 



Formulation Example 42: (Soap) 

[0178] A soap having the composition shown in Table 31 below was prepared in an ordinary manner. 



Table 31 



Soap 


beef tallow 


22.0 


N-lauroylsarcosine isopropyl ester 


6.0 


coconut oil 


4.0 


castor oil 


4.0 


olive oil 


4.0 


sodium hydroxide 


6.0 


ethyl alcohol 


20.0 


purified water 


20.0 


sugar 


9.0 


glycerol 


4.0 


flavor 


1.0 


dyestuff 


suitable amount 


metallic ion blocking agent 


suitable amount 


Total 


100 (%) 



Formulation Example 43: (Setting agent) 

[0179] A setting agent having the composition shown in Table 32 below was prepared. That is. into the ethyl alcohol 
were dissolved the other components, and the solution was filtered. After the filtration, the stock solution was filled in a 
can, a valve was fitted thereto, and the gas was then filled therein. 
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Table 32 



Setting agent 
(Stock solution) 


acrylic resin alkanolamine solution (50%) 


8.0 


polyoxyethylene hardened castor oil 


suitable amount 


liquid paraffin 


4.0 


N-lauroylalanine ethyl ester 


1.0 


glycerol 


3.0 


flavor 


suitable amount 


antiseptic 


suitable amount 


ethyl alcohol 


15.0 


purified water 


69.0 


Total 


100 (%) 


(Filling) 


stock solution 


90.0 


liquefied petroleum gas 


10.0 


Total 


100 (%) 



Formulation Example 44: (Permanent liquid) 
30 [0180] A permanent liquid having the composition shown in Table 33 below was prepared in a usual manner. 

35 
40 
45 
50 
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Table 33 



Permanent liquid 




(Firt agent) 




sodium thioglycoiate 


7.0 


aqueous ammonia (25%) 


2.0 


N-2-ethylhexanoylsarcosine isopropyl ester 


1.0 


oleyi alcohol 


0.5 


potyoxyethytene (20) lauryi ether 


0.5 


disodium edetate 


0.1 


propylene glycol 


3.0 


coloring matter 


suitable amount 


flavor 


suitable amount 


purified water 


balance 


(Second agent) 


sodium bromate 


6.0 


coloring matter 


suitable amount 


flavor 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 45: (Face washing agent) 

[0181] A face washing agent having the composition shown in Table 34 below was prepared in a usual manner. That 
is, the components under component 1 and those under Component 2 were heated to 80°C, respectively. While the 
components under Component 2 were stirred, the components under Component 1 were gradually added thereto, and 
cooled to obtain a product. 
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Table 34 




Face washing agent 
(Component 1 ) 


sodium N-(auroylglutamate 


20.0 


N-lauroyl-N-methyltaurine sodium salt (aqueous 30% solution) 


5.0 


POE * POP block polymer 


5.0 


POE (15) oleyl alcohol ether 


3.0 


N-lauroylsarcosine isopropyl ester 


1.0 


(Component 2) 


glycerol 


10.0 


polyethylene glycol 400 


15.0 


antiseptic 


suitable amount 


chelating agent 


suitable amount 


flavor 


suitable amount 


coloring matter 


suitable amount 


purified water 


balance 


Total 


100 (%) 



Formulation Example 46: (Hair dye) 

[0182] A hair dye having the composition shown in Table 35 below was prepared in a usual manner. 



Table 35 



Hair dye 


para-phenylenediamine 


3.0 


resorcin 


0.2 


oleic acid 


20.0 


POE (10) oleyi alcohol ether 


13.0 


N-coconu! oil fatty acid-N-methyl-p-alanine isopropyl ester 


1.0 


glycine betaine 


1.0 


isopropyl alcohol 


10.0 


aqueous ammonia (28%) 


10.0 


purified water 


41.5 


antioxidant 


suitable amount 


chelating agent 


suitable amount 


Total 


100 (%) 



[0183] The cosmetic compositions of Formulation Examples 16 to 46 were excellent in the hair conditioning effect 
the skin feeling upon use. 
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Synthesis Example 23: Synthesis of N-stearoylalanine methyl ester. 

[0184] Sixty(60) grams of N-stearoylalanine and 750 ml of methanol were charged into a 1 ,000-milliliter flask. Further, 
2 ml of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux for reaction for 8 hours 
[0185] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature The 
excess methanol was distilled off under reduced pressure. The residue was dissolved in 500 ml diethyl ether and neu- 
tralized with approximately 500 ml of an aqueous saturated solution of sodium hydrogencarbonate. The resulting 
organic phase was washed with water, and dried over approximately 30 g of anhydrous magnesium sulfate. The anhy- 
drous magnesium sulfate was then filtered off. The ether was distilled away from the mother liquor. The residue was 
recrystailized from ethanol and dried under reduced pressure to obtain 50 g (80% yield) of the captioned compound as 
a solid. 

IR {KBr): 2940 cm* 1 (C-H), 1730 cm" 1 (ester), 1620 cm' 1 (amide). 

Synthesis Example 24; Synthesis of N-coconut oil fatty acid acylglutamic acid isopropyi diester 

[0186] Fifty(50) grams of N-coconut oil fatty acid acylglutamic acid and 400 ml of isopropanol were charged into a 
500-milliliter flask. Further, 2 m! of cone, sulfuric acid were added as the catalyst. The mixture was heated under reflux 
for reaction for 8 hours. 

[0187] After the completion of the reaction, the reaction mixture was allowed to stand to room temperature. After the 
reaction mixture had got cool, the insoluble impurities were filtered off and the excess isopropanol was distilled off under 
reduced pressure. The concentrate was neutralized with approximately 200 ml of an aqueous saturated solution of 
sodium hydrogencarbonate. The resulting oil phase was separated, washed with water, and dried under reduced pres- 
sure to obtain 35 g of the captioned compound as a transparent liquid or paste. 

ESI-MS: 358, 386, 414, 442, 470 (M+H)-k 

IR (neat): 2910 enrf 1 (C-H), 1730 cm' 1 (ester), 1630 cm* 1 (amide). 
Examination Example 4: (Examination of solubility) 

[0188] The solubility of a UV-A absorbent 2-ethylhexyt dimethoxybenzylidenedioxoimidazolidinepropionate "Soft 
Shade DfT (ax Ajinomoto Ca, Inc.) in various oily materials was examined. The results are shown in Table 36 below. 



Table 36 



Solubility in various oily materials 


Oily materials 


Solubility 


cocoylalanine isopropyi ester 


O 


lauroylsarcosine isopropyi ester 


o 


N-lauroyl-N-methyl-p-alanine isopropyi 


o 


cocoylglutamic acid diisopropyl ester 


A 


lauroylsarcosine isostearyl ester 


X 


lauroylsarcosine octyidodecyl ester 


X 


dihexyldecyl iauroylglutamate 


X 


isopropyi myristate 


X 


glycerol stearate 


X 


liquid paraffin 


X 



Evaluation standard of solubility: 

x: The amount of the compound dissolved in 1 00 g of the 

oily material is less than 5 g. 

a: It ts at least 5 g and less than 10 g. 

O : It rs at least 10 g. 



42 



EP0 928 608 A2 



Examination Examples 5 to 8: (Examination of stickiness) 

[0189] Ultraviolet ray-absorbing products (4 inventive products) each having a composition shown in TabJe 37 below 
were prepared. Five panelists coated a suitable amount of each of these products on the back of their hand to examine 
the lack of stickiness. 

[0190] That is, an average value in the evaluation of each panelist according to the following evaluation standard (foot- 
note to Table 37 below) was calculated. When the average value was between 1 .0 and 2.0, rt was rated as O : wnen 
the average value was at least 0.5 and less than 1.0, rt was rated as a; and when the average value was at least -0.5 
and less than 0.5, it was rated as x. The results are also shown in Table 37. In this table, the unit of the amount of the 
components is weight % (this also applies to Tables 38 to 40). 



Table 37 



Stickiness 


Component 


Examination Example 




5 


6 


7 


8 


4-t-butyi-4'-methoxydibenzoylmethane (*) 


10 


10 


10 


10 


cocoylalanine isopropyl ester 


90 








lauroylsarcosine isopropyl ester 




90 






N-tauroyl-N-methyl-p-alanine isopropyl 






90 




coccylglutamic acid diisopropyl ester 








90 


lauroylsarcosine isostearyl ester 










lauroylsarcosine octyldodecyl ester 










dihexydecyl lauroylglutamate 










isopropyl myristate 










glycerol stearate 










liquid paraffin 










Lack of stickiness 


O 


o 


O 


o 



(') UV-A absorbent "Parsol 1789" (solid), made by Grvaudan 

Evaluation standard of stickiness: 

2 : No stickiness is provided. 

1 : Stickiness is not provided so much. 

0 : Stickiness is slightly provided. 

-1 : Sticki ness ts provided. 

- : completely undissolved. 

Comparative Examples 1 to 9: (Examination of stickiness) 

[0191] UV absorbing compositons (9 comparative items) each having one of the compositions shown in Table 38 
below were prepared and examined with respect to their lack of stickiness. The results are also shown in the same 
table. 
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Table 38 



Stickiness 


Comoonent 


Comparative Example 




i 


o 
c 


q 
O 


A 

4 


c 

D 


o 


-7 
f 


o 
O 


y 


A-i-hu rtvl-4'-mothoYvHihc»ri7r>\/lmo<thano f*\ 
*t*riAiiyi *t ii leu iuajuiuci i£uy 11 1 iciiiat tc ^ j 


10 


10 


10 


10 


10 


10 


1 


1 


i 


cocoylalanine isopropyi ester 




















lauroyisar cosine isopropyi ester 




















N-lauroyl-N-methy!-p-alanine Isopropyi 




















cocoylglutamic acid diisopropyl ester 




















lauroylsarcosine isostearyl ester 


90 


















lauroylsarcosine octytdodecyl ester 




90 
















dihexykjecyl Iauroylglutamate 






90 














isopropyi mynstate 








90 






99 






glycerol stearate 










90 






99 




liquid paraffin 












90 






99 


Lack of stickiness 


A 


A 


A 








X 


X 


X 


The footnote to this table is the same as that to Table 37. 



Examination Examples 9 to 12: (Examination of stickiness) 

[0192] Ultraviolet-absorbing compositions (4 inventive items) each having one of the a compositions shown in Table 
39 below were prepared, and the lack of stickiness thereof was examined. The results are also shown in the same table. 



Table 39 



Stickiness 


Component 


Examination Example 




9 


10 


11 


12 


octyl methoxycinnamate (*) 
cocoylalanine isopropyi ester 
lauroylsarcosine isopropyi ester 
N-lauroyl-N-methyl-p-alanine isopropyi 
cocoylglutamic acid diisopropyl ester 
lauroylsarcosine isostearyl ester 
lauroylsarcosine octyldodecyl ester 
dihexyldecyl iauroylglutamate 
isopropyi myristate 
glycerol stearate 
liquid paraffin 


10 
90 


10 
90 


10 
90 


10 
90 


Lack of stickiness 


O 


O 


O 


O 



O UV-A absorbent "Parsol MCX" (liquid), made by Givaudan 

Evaluation standard of stickiness is the same as that in the footnote to Tabal 37. 
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Comparative Examples 10 to 15: (Examination of stickiness) 



[0193] Ultraviolet-absorbing products (6 comparative products) each having a composition shown in Table 40 below 
were prepared, and the lack of stickiness thereof was examined. The results are also shown in the same table. 



Table 40 



Stickiness 


Component 




Comparative Example 




10 


11 


12 


13 


14 


15 


octyl methoxycinnamate 


10 


10 


10 


10 


10 


10 


cocoylalanine isopropyi ester 














lauroylsarcosine isopropyi ester 














N-lauroyl-N-methyl-p-alanine isopropyi 














cocoyigiutamic acid di isopropyi ester 














lauroylsarcosine isostearyl ester 


90 












lauroylsarcosine octyldodecyl ester 




90 










dihexyHecyl lauroylglutamate 






90 








isopropyi myristate 








90 






glycerol stearate 










90 




liquid paraffin 












90 


Lack of stickiness 


A 


A 


A 


X 


X 


X 


The footnote to this table is the same as that to Table 39. 



[0194] Formulation Examples of various cosmetic compositions will be described below. In the composition of the 
components, % means % by weight (totaling 1 00%). 

35 

Formulation Example 47: (Cream) 

[0195] A cream was prepared in a usual manner according to the composition shown in Table 41 below. That is. the 
components under Component 1 and those under Component 2 were heated to 70°C, respectively. While the compo- 
se nents under Component 1 were stirred, the components under Component 2 were gradually added thereto for emulsi- 
fication. This cream showed an excellent organoleptic property without stickiness. 
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Table 41 




Cream 




(Component 1 ) 




cetano! 


0.5% 


vaseline 


2 


N-lauroyisarcosine isopropyl ester 


4 


2-ethylhexyl dimethoxybenzylidenedioxoimidazolidine propionate (*) 


4 


glycerol monostearate 


2.5 


POE (20) sorbitan monostearic acid ester 


1.5 


aloe extract 


0.2 


(Component 2) 


glycerol 


10 


carboxyvinyl polymer (aqueous 1% solution) 


30 


aqueous 10% sodium hydroxide solution 


suitable amount 


antiseptic 


suitable amount 


purified water 


balance 



(*) UV absorbent "Soft Shade DH", made by Ajinomoto Co., Inc. 



Formulation Example 48: (W/O type cream) 

[0196] A W/O type cream having the composition shown in Table 42 below was prepared in an ordinary manner. That 
is, the components under Component 1 and those under Component 2 were heated to 70°C. respectively. The compo- 
nents under Component 1 were, with stirring, gradually with the components under 2 to emulsify. This W/O type cream 
was organoleptically excellent without stickiness. 



Table 42 



W/O type cream 


(Component 1 ) 




lanoline alcohol 


5% 


liquid paraffin 


15 


beeswax 


8 


N-cocoylalanine isopropyl ester 


20 


sorbitan sesquioleate 


2 


octyl paramethoxycynnamate 


6 


oxybenzone 


3 


(Component 2) 


borax 


0.4 


propylene glycol 


5 


antiseptic 


suitable amount 


flavor 


suitable amount 


purified water 


balance 
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Formulation Example 49: (Lotion) 

[01 97] A lotion having the composition shown in Table 43 below was prepared in an ordinary manner. That is, the com- 
ponents under Component 1 and those under Component 2 were heated to 70° C, respectively. The components under 
Component 1 was, with stirring, added gradually with the components under Component 2. The mixture was, with stir- 
ring, cooled to 50°C at which the components under Component 3 was added to obtain a lotion. This lotion was orga- 
noleptically excellent without stickiness. 



Table 43 


Lotion 




(Component 1 ) 




glycerol diiaurate 


2% 


paradimethylamino acid benzoic acid octyl 


5 


cetanol 


0.5 


N-cocoylalanine isopropyl ester 


5 


N-lauroyl-L-glutamic acid di(phytosteryl, octyldodecyi) 


1.5 


tocopherol acetate 


0.1 


POE(23)lauryf ether 


2 


stearic acid 


3 


(Component 2) 


purified water 


balance 


antiseptic 


0.2 


sorbitol(70%) 


4 


xanthan gum 


0.3 


triethanolamine 


0.6 


(Component 3) 


flavor 


0.3 



Formulation Example 50: (Sun oil) 

[0198] A sun oil having the composition shown in Table 44 below was prepared in an ordinary manner. That is, the 
components shown in the table were dissolved uniformly by heating to 60°C. Thus sun oil was organoleptically excellent 
without stickiness. 



Table 44 


Sun oil 


2-ethylhexyl dimethoxybenzylidenedioxolmidazolinepropionate(*) 


4% 


cacao butter 


3 


flavor 


0.5 


N-lauroylsarcosine isopropyl ester 


40 


fatty acid(c8~12) triglyceride 


52.5 



O "Soft Shade DH", a UV absorbent ex Ajinomoto Co., Ltd. 
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Formulation Example 51 :(Creamy foundation) 

[0199] A creamy foundation having the composition shown in Table 45 below was prepared in an ordinary manner. 
That is, the components under Component 1 and those under Component 2 were dissolved by heating to 70°C, respec- 
5 tively The components under Component 2 were, with stirring, added gradually with the components under Component 
1 to emolsify. The mixed powder under Component 3 was dispersed therein and cooled to obtain a creamy foundation. 
This creamy foundation was organoleptically excellent without stickiness. 

w Table 45 



Creamy foundation 




(Component 1) 




stearyl alcohol 


2% 


glycerol monostearate 


2 


stearic acid 


2 


N-lauuroyl-N-methyl-p-alanine isopropyl ester 


5 


saffiower oil 


4 


4-t-butyl-4 , -methoxydibenzoylmethane(*) 


2 


antiseptic 


suitable amount 


flavor 


suitable amount 


(Component 2) 


glycerol 


5 


potassium hydroxide 


0.2 


purified water 


balance 


(Component 3) 


mixed powder 


10 



O "ParsoJ 1789" (solid, a UV absorbent ex Givaudan. 



35 

Formulation Example 52: (Lipstick) 

[0200] A lipstick was prepared in a usual manner according to the composition shown in Table 46 below. That is, the 
40 components other than the mixed powder shown in this table were heat-dissolved, and uniformly mixed. To this was 
added the mixed powder, and they were kneaded and uniformly dispersed using a roil mill. Then, the mixture was 
poured into a mold, and rapidly cooled to obtain a lipstick. This lipstick showed an excellent organoleptic property with- 
out stickiness. 

45 



50 



55 



48 



EP0 928 608 A2 



Table 46 



Lipstick 


solid paraffin 


20% 


vaseline 


20 


castor oil 


23 


N-cocoylsarcosine isopropyi ester 


20 


glycerol triisostearate 


5 


2-ethylhexyl dimethoxybenzylidenedioxoimidazolidinepropionate (*) 


5 


flavor 


suitable amount 


mixed powder 


7 



{') UV absorbent "Soft Shade DH", made by Ajmomoto Co., fnc 



20 Examination Example 13: (Evaluation of properties of various oily materials) 

[0201] With respect to various oily materials including some N-acylamino acid esters of the present invention, pow- 
dery compositions formed by blending each oily material with a powder pigment of titanium dioxide (Ti0 2 ) were evalu- 
ated or examined from various aspects. This will be described in detail below. 

25 

(a) Evaluation of pigment dispersibility: 

[0202] Liquid paraffin "SILKOOL P55" (made by Matsumura Yushi Kenkyusho) was added to 10 g of T10 2 TTO-55N" 
(made by Ishihara Sangyo Kaisha Ltd.) containing 1 0% by weight of one of the oily materials (as the oily phase compo- 

30 nent) shown in Table 47. The minimum value in terms of parts by weight in which the powder was put together was 
defined as wetting point. The wetting point was indicated in terms of the numeral of parts by weight of liquid paraffin 
added to 100 parts by weight of the initial powder containing 10% by weight of an oily material. Liquid paraffin was fur- 
ther added thereto from the wetting point, and the minimum numeral of parts by weight of the liquid paraffin in which the 
mixture came to show a fluidity was defined as flowing point. It was indicated in terms of the accumulative numeral value 

35 of parts by weight of the liquid paraffin added to 100 parts by weight of the initial powder containing 10% by weight of 
an oily material. 

[0203] The smaller the difference between the wetting point and the flowing point, the better the dispersibility ("Sci- 
ence of Fragrance", published by Fragrance Journal in 1990, p. 390). Accordingly, the index of pigment dispersibility 
was evaluated in terms of the difference between the wetting point and the flowing point. That is, in Table 47, when the 
40 difference between the wetting point and the flowing point was up to 35, it was rated as O O < when the difference was 
between 36 and 45, it was rated as O and wnen ^ e difference was between 46 and 55. it was rated as a; and when 
the difference was 56 or more, it was rated as x. 



Table 47 





Oily material 


Pigment dispersibility 


Inventive product 1 


cocoylalanine isopropyi ester 


oo 


inventive product 2 


iauroylsarcosine isopropyi ester 


oo 


Inventive product 3 


iauroyl-N-methyl-0-alanine isopropyi ester 


oo 


Inventive product 4 


cocoylglutamic acid isopropyi diester 


oo 


Comparative product 1 


Iauroylsarcosine isostearyl ester 


A 


Comparative product 2 


lauroylglutamic acid octyldodecyl diester 


A 


Comparative product 3 


myristic acid isopropyi ester 


A 


Comparative product 4 


castor oil 


X 
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Table 47 (continued) 





Oily material 


Pigment dispersibiiity 


Comparative product 5 


academian nut oil 


o 


Comparative product 6 


purified lanoline 


X 


Comparative product 7 


liquid paraffin 


X 



(b) Examination of clean feeling and the like: 

10 

[0204] Each oily material (25% by weight), 25% by weight of Ti0 2 and 50% by weight of liquid paraffin were mixed in 
such way that Ti0 2 became uniform to prepare an inorganic pigment composition. Five panelists coated an appropriate 
amount of each of these compositions on the back of their hand, and clean feeling, stickiness, smoothness, extensibility 
and adaptability thereof were examined. 

15 [0205] That is, <evaluation standard of stickiness )was; 2: no stickiness is provided, 1 : stickiness is not provided so 
much, 0: stickiness is slightly provided, and -1: stickiness is provided. An average value according to this evaluation 
standard in the evaluation of each panelist was calculated. When the average value was between 1 .5 and 2.0, it was 
rated as O O : wnen ^ e average value was at least 1 .0 and less than 1 .5, it was rated as Q ; when the average value 
was at least 0.5 and less than 1 .0, it was rated as a; and when the average value was at least -1 and less than 0,5, it 

20 was rated as x. The results are shown in Table 48. 

[0206] Further, (evaluation standard of clean feeling! (evaluation standard of smoothness! (evaluation standard of 
extensibility ) and (evaluation standard of adaptability > were the same; and 2: very good, 1 : good, 0: common, and -1 : 
bad. An average value in the evaluation of each panelist according to this evaluation standard was calculated. When 
the average value was between 1 .5 and 2.0, it was rated as O O : the average value was at least 1 .0 and less 

25 than 1 .5, it was rated as O : when the average value was at least 0.5 and less than 1 .0, it was rated as a; and when 
the average value was at least -1.0 and less than 0.5, it was rated as x. The results are shown in Tabte 48. 
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oo 



adaptability 


OO 


O 
O 


OO 


O 
O 


< 


o 


o 


< 


X 


< 


! 

X 


Extensibility 


O 
O 


o 
o 


o 
o 


OO 


< 


o 


< 


< 


X 


< 


X 


Smoothness 


O 




o 
o 


o 
o 


o 
o 


< 


< 


< 


< 


X 


X 


X 


Stickiness 


o 
o 


OO 


o 
o 


o 


< 


< 


o 


X 


X 


X 


X 


Clean 
feeling 


o 
o 


o 
o 


o 
o 


o 


< 


< 


o 


X 


< 


X 


X 


Oily component 


Cocoylatanine isopropyl ester 


Lauroylsarcosine isopropyl ester 


CD 

c 

"c 

(0 
(0 

ctL 
>* 

?! 

?! 
ere 

if 


Cocoylglutamic acid isopropyl 
diester 


lauroylsarcosine isostearyl ester 


lauroylglutamic acid octyldodecyl 
diester 


myristic acid isopropyl ester 


castor oil 


academian nut oil 


purified lanoline 


liquid paraffin 




Inventive 
Product 1 


Inventive 
product 2 


Inventive 
product 3 


Inventive 
product 4 


Comparativ 
e product 1 


Comparativ 
e product 2 


Comparativ 
e product 3 


Comparativ 
e product 4 


Comparativ 
e product 5 


Comparativ 
e product 6 


Comparativ 
e product 7 



[0207] Formulation Examples of various cosmetic compositions will be shown below. In the composition of the com- 
ponents, % means % by weight (totaling 100%). 
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Formulation Example 53: (Foundation) 

[0208] A foundation was prepared in a usual manner according to the composition shown in Table 49 below. That is, 
the components under Component A were mixed using a blender, and the components under Corrponent B were 
5 added thereto to adjust the color These were uniformly mixed. The mixture was pulverized using a mill, and compres- 
sion-molded in an inside dish. This foundation had a good pigment dispersion state without color unevenness, and was 
also excellent in feeling upon use. 

w Table 49 



Foundation 




(Component A) 




talc 


36.9% 


sericite 


30 


mica 


10 


magnesium stearate 


1 


titanium dioxide 


5 


N-lauroyllysine 


5 


red iron oxide 


0.8 


yellow iron oxide 


1.2 


black iron oxide 


0.1 


(Component B) 


octyi dodecanol 


1 


N-lauloylsarcosine isopropyl ester 


4 


silicone 


5 



Formulation Example 54: (Solid face powder) 

35 

[0209] A solid face powder was prepared in a usual manner according to the composition shown in Table 50 below. 
That is, the components under Component A were mixed using a blender, and the components under Component B 
were added thereto to adjust the color. These were uniformly mixed. The mixture was pulverized using a mill, and com- 
pression-molded in an inside dish. This solid powder had a good pigment dispersion state without color unevenness 
40 and was also excellent in feeling upon use. 



45 



50 



55 
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Table 50 





OUtlu TaCc pOWQcf 




5 


(Component A) 






talc 


54.0% 




seriate 


14.0 


10 


kaolin 


10.0 




titanium dioxide 


4.5 




zinc myristate 


5.0 




magnesium carbonate 


5.0 


15 


color pigment 


0.3 




(Component B) 




N-cocoyisarcosine isopropyl ester 


3.0 


20 


squalane 


2.0 




glycerol triisooctanoate 


2.0 




antiseptic 


0.1 


Of 


flavor 


0.1 



Formulation Example 55: (eye liner) 

[0210] An eye liner was prepared in a usual manner according to the composition shown in Table 51 below. That is. 
the Red No. 401 , talc and the zinc stearate as pigments, were mixed using a blender. The other components were heat- 
dissolved, and the former pigment mixture was then added thereto. These were uniformly mixed to obtain a product. 
This eye liner had a good pigment dispersibility without color unevenness, and was also excellent in feeling upon use. 



35 Table 51 



Eye liner 


Red No. 401 


34.5% 


talc 


10.0 


zinc stearate 


4.0 


stearic acid 


15.0 


bees wax 


3.0 


macrocrystalline wax 


5.0 


hardened oil 


3.0 


N-lauroylglutamic acid isopropyl diester 


3.5 


cetyl isostearate 


5.0 


Japan wax 


17.0 



Formulation Example 56: (Eye shadow) 

[021 1 ] An eye shadow was prepared in a usual manner according to the composition shown in Table 52 below. That 
is, needle-like titanium oxide and Blue No.1 were mixed well using a blender. The other components were heat<iis- 
solved. The pigments treated above were added thereto, and these were uniformly dispersed. After the completion of 
the dispersing operation, the dispersion was poured into a mold for molding. This eye shadow had a good pigment dis- 
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persron state without color unevenness, and was also excellent in feeling upon use. 



Table 52 



5 


Eye shadow 




hfiflc ussy 


c: no/ 




Lf«ii lldUUo WdA 




10 


candelilla wax 




ceresine 


10.0 




microcrystalline wax 


8.0 




castor oil 


31.0 


15 


N-cocoylaianine isopropyl ester 


9.0 




hexadecyl isostearate 


5.0 




liquid lanoline 


3.0 


20 


sorbitan monooleate 


1.0 




needJe-fike titanium oxide 


3.0 




talc 


5.0 




Blue No. 1 


10.0 



25 



Formulation Example 57: (Lipstick) 

[0212] A lipstick was prepared in a usual manner according to the composition shown in Table 53 below. That is. stick- 
30 like titanium oxide and Red No. 202 were added to a castor oil and a pari of N-lauroyl-N-methyl-p-aianine isopropyl 
ester, and treated using a roller. The other components were heat-dissolved, and the above-treated pigments were then 
added thereto. These were uniformly dispersed using a homomixer After the completion of the dispersing operation, 
the dispersion was poured into a moid, and rapidly cooled to form a stick This lipstick had a good pigment dispersion 
state without color unevenness, and was also excellent in feeling upon use. 

35 

Table 53 



Lipstick 


bees wax 


7.0% 


candelilla wax 


7.0 


carnauba wax 


2.0 


ceresine 


10.0 


microcrystalline wax 


6.0 


castor oil 


45.0 


lanoline 


8.0 


octyktodecyl ricinoleate 


2.0 


N-lauroyl-N-methyl-p-alanine isopropyl ester 


5.0 


stick-like titanium oxide 


2.5 


Red No. 202 


5.5 



{021 3] Embodiments of the cosmetic composition containing the N-long-chain acyl neutral amino acid ester according 
to the first invention may have an excellent feel upon use on the skin, such as clean feeling, extensibility, adaptability, 
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smoothness and the like, and may also have an excellent hair conditioning effect 

[0214] The N -long-chain neutral or acidic amino acid ester according to the second invention is incorporated as an 
oily agent (oily material) into a UV absorbing composition, in embodiments of which the sparingly-soluble ultraviolet ray 
absorbent may be stabilized without being precipitated during storage; examples of the ultraviolet ray-absorbing com- 
position which may be organolepttcally excellent without stickiness or the like can easily be prepared. 
[0215] According to embodiments of the third invention, an inorganic pigment composition can easily be obtained 
which may possess excellent dispersion stability of the inorganic pigment and which may also be organoleptically excel- 
lent without stickiness or the like when used as a cosmetic composition or the like. 

Claims 

1 . An oily material for cosmetic compositons which is formed of an N-long-chain acyl neutral amino acid ester contain- 
ing a straight-chain or branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, 
where the hydrocarbon group of the alcohol constituting said ester is a straight -chain or branched-chain, saturated 
or unsaturated hydrocarbon group having from 1 to 10 carbon atoms. 

2. The oily material for cosmetic compositions as set forth in claim 1, wherein said N-long-chain acyl neutral amino 
acid ester is represented by the general formula (l)beiow: 

R» 

I 

R'-C-N-CH— frCHi-h— C-O-R 4 (1) 

H I I 

OR' 0 

wherein 

R 1 represents a branched-chain or straight-chain alkyl or alkenyl group having from 5 to 21 carbon atoms, 
R 2 represents a hydrogen atom or a straight-chain or branched-chain alkyl group having from 1 to 3 carbon 
atom, 

R 3 represents a hydrogen atom or a straight-chain or branched-chain alkyl group having from 1 to 4 carbon 
atom, 

R 4 represents a branched-chain or straight-chain alkyl or alkenyl group having from 1 to 10 carbon atom, and 
n is an integer of from 0 to 2. 

3. A cosmetic composition characterized by containing at least one of the oily materials for cosmetic compositions as 
set forth in Claim 1 or 2. 

4. An N-long-chain acyl neutral amino acid ester which is represented by the general Formula (1) above 

wherein: 

R 1 represents a branched-chain or straight-chain alkyl or alkenyl group having from 5 to 21 carbon atoms, 
R 2 represents a hydrogen atom or a straight-chain or branched-chain alkyl group having from 1 to 3 carbon 
atoms, 

R 3 represents a hydrogen atom or a straight-chain or branched-chain alkyl group having from 1 to 4 carbon 
atoms, 

R 4 represents a branched-chain or straight-chain alkyl or alkenyl group having from 1 to 10 carbon atoms, and 
n is an integer of from 0 to 2. 

5. An ultraviolet ray-absorbing composition characterized by containing, as active ingredients, an ultraviolet ray 
absorbent and (A) an N-long-chain acyl neutral amino acid ester containing a straight-chain or branched-chain, sat- 
urated or unsaturated acyl group having from 6 to 22 carbon atoms, where the hydrocarbon group of the alcohol 
constituting said ester is a straight-chain or branched-chain, saturated or unsaturated hydrocarbon group having 
from 1 to 10 carbon atoms or/and (B) an N-long-chain acyl acidic amino acid diester containing a straight-chain or 
branched-chain, saturated or unsaturated acyl group having from 6 to 22 carbon atoms, where the hydrocarbon 
group of the alcohol constituting said ester is a straight-chain or branched-chain, saturated or unsaturated hydro- 
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carton group having from 1 to 10 carbon atoms. 

An inorganic pigment composition characterized by containing, as active ingredients, an inorganic pigment and (A) 
an N-long-chain acyt neutral amino acid ester containing a straight-chain or branched-chain, saturated or unsatu- 
rated acyi group having from 6 to 22 carbon atoms, where the hydrocarbon group of the alcohol constituting said 
ester is a straight-chain or branched-chain, saturated or unsaturated hydrocarbon group having from 1 to 10 carbon 
atoms or/and (B) an N-long-chain acyl acidic amino acid dtester containing a straight-chain or branched-chain, sat- 
urated or unsaturated acyl group having from 6 to 22 carbon atoms, where the hydrocarbon group of the alcohol 
constituting said ester is a straight-chain or branched-chain, saturated or unsaturated hydrocarbon group having 
from 1 to 10 carbon atoms. 

The inorganic pigment composition as set forth in Claim 6, wherein the surfaces of the inorganic pigment particles 
are coated with at least one of said N-long-chain acyl amino acid esters. 
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